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PREFACE TO THE SECOND EDITION. 


Tuts little treatise was commenced to supply a course 
of Practical Chemistry to my own classes. I was en- 
couraged to proceed with it, by finding that the want of 
a sufficiently elementary and explanatory Laboratory 
Text-book was very widely felt. 

It has been my aim throughout to give all necessary 
directions so fully and simply as to reduce to a minimum 
the amount of assistance required from a teacher. The 
language employed has been rendered simple and in- 
telligible by avoiding the unnecessary use of scientific 
terms, and by explaining or paraphrasing in ordinary 
words any such terms when introduced for the first time. 
The directions how to work, and the description of the 
preparation and use of apparatus, have been given more 
fully than is usual, since my own experience, confirmed 
by that of other teachers, convinces me that one of the 
most serious hindrances to the utility of many of the 
smaller Text-books on Practical Chemistry is the too 
great conciseness of the language employed, which fre- 
quently renders it unintelligible to the student unless 
supplemented by copious verbal explanation from the 
teacher. 

, Whilst making the very desirable amplifications above 
_ referred to, the book has been kept within small dimen- 
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sions, partly by the omission of all such higher instruc- 
tion as is not required by a student of elementary chem- 
istry, and partly by the insertion of the supplementary 
or merely explanatory portions in smaller type. I have 
also thought it best to avoid entering into any lengthy 
theoretical explanations. The modern teaching of chem- 
istry is in practice very appropriately divided into two 
departments, namely, theoretical instruction imparted 
by lectures or by the study of text-books of theoretical 
chemistry, and practical instruction imparted in a chem- 
ical laboratory by working according to the directions of 
a practical text-book. Since by this system the student 
has time and opportunity afforded him for the study of 
the theoretical and descriptive portions of the science, it 
is as unnecessary as it is undesirable that his Practical 
Text-book should tempt him to bestow valuable time 
in the laboratory upon the study of matters of theoretical, 
not practical, importance. 

The analytical reactions and methods have been care- 
fully worked through from the text by myself and by 
the members of my classes: the accuracy and intelli- 
gibility of their descriptions have thus, I hope, been 
secured ; only those reactions and methods which are 
commonly employed for analytical purposes have been 
entered. I have naturally, in selecting analytical 
methods for an elementary treatise, felt it desirable that 
those chosen should be as simple and easy of execution 
as possible; in some cases, however, methods which are 
most eligible on these grounds have proved on trial to 
be so inferior in accuracy and delicacy, that they have 
been abandoned in favor of others which are recom- 
mended by their reliability rather than by their sim- 
plicity. In such cases, however, I have also described 
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the more simple methods, since they may be employed 
in analyses, in which minute quantities of a substance 
have not to be tested for. The reactions given in an 
elementary text-book have necessarily been limited as 
to number, and I have felt it in general advisable to 
introduce such reactions as are useful in general analysis, 
rather than those which claim to be merely interesting 
and instructive. 

The book has been divided into seven sections, the 
contents of which are fully stated on pages ix-xv. The 
first six contain a good practical course for senior stu- 
dents; this may, however, be modified to suit junior 
students, or those working with a special object, as is 
shown in the Introduction. 

The seventh section contains full lists of all apparatus, 
reagents, and chemicals required in working through 
the different sections; there is also added a list of gen- 
eral apparatus, with a description when necessary of its 
construction and use. In this section there will also be 
found full and systematic descriptions of the most simple 
methods for preparing the different solutions required 
in analysis, with a statement of the strength most ap- 
propriate for each. Experience has proved that these 
are matters which merit more attention than is usually 
bestowed upon them. The methods of preparing pure 
chemicals are omitted, since they may now be readily 
and cheaply purchased; before using purchased chem- 
icals, their purity. should, however, always be ascer- 
tained by the tests given in this section. 

Symbolic notation has been employed, instead of the 
full chemical names, throughout the sections on analyti- 
cal chemistry ; in its most concise form this chemical _ 
shorthand conduces so much to brevity in writing down 
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results that no other plea is required for its use. The 
simple plan of labelling each bottle in the laboratory 
with the chemical formula as well as the name of its 
contents, will prevent any difficulty arising from this 
general employment of chemical formule. 

The “Tables of Differences,” which contain for each 
Analytical Group a summary of the differences of be- 
havior of its members with reagents, are special—being 
an extension of the system employed in Galloway’s 
Manual of Qualitative Analysis. 

It is almost superfluous to mention that free use has 
been made of the standard works of Fresenius and 
Rose: much valuable information has been introduced 
from these sources. I have also frequently adopted the 
very convenient tabular form of entering analytical 
methods which is employed in Valentin’s Text-book 
of Practical Chemistry, and with the author’s permis- 
sion have transcribed, with a few trivial alterations, the 
excellent Phosphate Table devised by him. My ac- 
knowledgments are also due to Dr. W. A. Tilden, of 
Clifton College, and to the Rev. T. N. Hutchinson, of 
Rugby, and to many other teachers who have suggested 
valuable improvements. 

The book is especially intended to furnish a course of 
instruction in practical chemistry in the laboratories of 
our public and other schools. It will thus supply a 
demand which is rapidly increasing, as the value of a 
sound elementary instruction in practical science is be- 
coming more widely appreciated, both as means of 
mental training and as a preparation for the chemical 
and medical professions, as well as for many branches of 
manufacturing industry and enterprise. The fifth sec- 
tion has been inserted for the use of those who are spe- 
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cially preparing for practical examinations in which 
proficiency in the analysis of simple salts only is re- 
quired of the candidate. This is the standard fixed for 
the Préliminary Scientific (M.B.) Examination of the 
London University, and for the more elementary exam- 
inations in the Oxford University, such as those for 
school certificates and open scholarships. 

The sixth section, however, contains additional details 
suited for the higher analytical work of advanced stu- 
dents, and will be found sufficient to qualify a student 
for the higher examinations in analytical chemistry, 
such as the B.Sc. Honors Examination in the London 
University. 

The introduction as appendices into this edition of 
the reactions and methods of detection of the rarer 
elements, and of the use of the spectroscope with a 
spectrum chart, will, it is believed, render the book 
more useful to advanced students. 

FG. 


NEWCASTLE-UNDER-LYME, 
November, 1876. 
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PRACTICAL AND ANALYTICAL 
CHEMISTRY. 


INTRODUCTION. 


THE course of practical chemistry which should be 
pursued by a student depends partly upon his object in 
studying the science, and partly upon the time and means 


_ which he has to devote to the study. The first four sec- 


tions and the sixth furnish a good general course for a 
senior student who wishes to obtain a training in prac- 
tical and analytical chemistry ; but for younger students 
the most suitable analytical course consists in trying 
through the reactions in Section IV, and, as the reac- 
tions for each group are completed, testing several sub- 
stances containing only one member of the group for the 
metal present by the table of differences. The analysis 
of simple substances by Section V may then be worked 
through, and, after becoming familiar with this, separa- 
tions of the mixed members in each group are done, lead- 
ing thus to Section VI. The modification which should 
be made in the student’s course to suit individual cases 
will, perhaps, be most readily understood by stating the 
objects of each section in the book : 


Section I is adapted to impart experience in chem- 
ical manipulation, and to afford practical illustra- 
tions of the elementary portions of theoretical or 
descriptive chemistry; it may be omitted when 
instruction in analysis only is required. 

2 
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Section II is indispensable and must be carefully 
perused. 


Section III is also indispensable to the student of | 


analytical chemistry, but if the time at his disposal 
is very limited, he may omit the performance of the 
experiments described in this section, and merely 
read through the text. 


Section IV must be carefully worked through. <A 
student whose time is limited may, however, sim- 
ply try the reactions and omit the performance of 
analyses at the end of each group. 


Section V is intended specially for students whose 
object is to learn only the analyses of simple salts, 
such as is required in many modern examinations 
on practical chemistry. 


This section may also be used as an easy begin- 


ning in analysis, and as an introduction to more 
complicated analyses to be made by Section VI, 
or it may be passed over by the student who is 
intending to learn general analysis. 


Section VI is not required by a student who is 
learning only the analysis of simple salts, but 
should be carefully worked through by the student 
of general analysis, who may, after becoming 
thoroughly conversant with its contents, pass on 
to quantitative analysis or to any special branch of 
practical chemistry he may require. 


PREPARATION OF OXYGEN. 15 


SECTION I. 
PREPARATION OF GASES, ETC. 


IN this section full directions are given for the prep- 
aration of five gases (viz., oxygen, hydrogen, carbon 
dioxide, ammonia, and carbon monoxide), and for certain 
interesting and instructive experiments which may be 
made with them. The processes of preparation and ma- 
nipulation required for these gases are more or less typical 
of those employed for all other gases, and the student 
will therefore, from the experience obtained by perform- 
ing the experiments with the above-named gases, easily - 
_ prepare and experiment upon the three other gases 
(nitric oxide, chlorine, and hydrochloric acid) by follow- 
ing the directions inserted in smal] print, and any other 
gas by the account given of it in a treatise on chemistry. 
Those gases which are in small type may be omitted in 
the practical course, if desired. ‘Two examples of the 
process of distillation are also appended. 

The reference numbers inclosed in brackets refer to 
the paragraphs which commence with Section II (p. 40); 
the numbers will be found in thick type in the text, and 
at the head of each page the numbers of the paragraphs 
are also placed in square brackets. 

A full list of the apparatus required for this section is 
given in par. 494, and its use is explained in pars. 1-10 
and 14-19; a list of chemicals and certain other requisites 
will be found in par. 531. 

The student must carefully read through the whole 
description of each experiment before beginning to per- 
form it, and after its successful performance should enter 
a brief description of it in his note-book. 

I. OxyGeN Gas.—When iron is for some time ex- 
posed to moist air its surface becomes covered with rust; 
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many other metals undergo a similar change in moist 
air, but the alteration produced in their appearance is 
not usually so noticeable as in the case of iron. The 
liquid metal mercury does not rust as iron does in moist 
air, but it becomes slowly covered with red mercury-rust 
when strongly heated for some time in a flask open to 
the air; this mercury-rust has received the name of 
mercuric oxide. The fact that metals become heavier 
by rusting proves that something is added during the 
process. ; 
Exp. 1.—Place in a clean and perfectly dry test-tube 
sufficient mercuric oxide to cover the bottom ; heat the 
powder (1, 19) as shown in Fig. 
oer 1, loosely stopping the end of the 
tube with thethumb. As soon as 
small drops of mercury form on 
the sides of the tube, remove the 
thumb and quickly place inside 


end of a slip of wood (e. g., the 
uncoated end of a wooden lucifer 
match); the flame will be seen to 
burn more brightly. If after again 
heating the powder for some time 
in the way just described, the slip 
be introduced into the mouth of the tube immediately 
after blowing out the flame and whilst there is a spark 
at its end, the glowing end will be caused to burst into 
flame. This behavior with a burning or glowing slip of 
wood is one of the most remarkable properties of oxygen 
gas, and we frequently make use of this property as a 
“test” for its presence. The chemical change which 
has occurred is thus represented by an equation: 


HgO — He + O. 


Since by heat, then, we can separate from mercuric 
oxide mercury and oxygen, we learn that the process of 
rusting consists in the metal taking oxygen gas from the 
air, and the increase of weight above referred to is thus 
accounted for ; if all metal rusts could be decomposed by 


the top of the tube the burning _ 


Exp. 2,3.] PREPARATION OF OXYGEN. 17 


heat we might obtain oxygen from them just as from 
mercuric oxide. This method of making oxygen is in- 
teresting since it was the first means known of preparing 
the gas ; it is never used nowadays to prepare large quan- 
tities of oxygen, since other substances are known which 
contain a large proportion of oxygen, and give it off, 
when they are heated, more easily than mercuric oxide 
does—substances which are also preferable on account of 
their greater cheapness. Potassium chlorate is most fre- 
quently employed : 


KCIO, = KCl + 0,. 


Exp. 2.—Place in a clean dry test-tube a little potas- 
sium chlorate, and heat it as in Exp. 1. The white salt, 
after decrepitating (crackling), fuses (or meits) and when 
further heated, appears to boil ; the small bubbles which 
are given off consist of oxygen gas, as may readily be 
proved by holding in the mouth of the test-tube a burn- 
ing or glowing splinter of wood as described in Exp. 1. 

Potassium chlorate gives off oxygen gas much more 
readily than does mercuric oxide; but if it is mixed 
with small quantities of certain other substances, which 
themselves appear to undergo no change, its oxygen is 
driven off by heat with extreme facility ; of these sub- 
stances manganic oxide (black oxide of manganese) is 
the one usually chosen. 

Exp. 3.—Powder some potassium chlorate (about as 
much as would fill a watch-glass) finely in a mortar, 
mix with it, by rubbing them together in the mortar, 
about one-fifth as much powdered manganic oxide, and 
heat a smail quantity of the mixture in a test-tube; the 
oxygen will begin to come off as soon as the mixture is 
heated, and a comparatively gentle heat will cause the 
gas to be rapidly evolved. 

In the preceding experiments the oxygen was de- 
tected in the tube in which it was prepared, and was 
allowed to pass away freely into the air. When the gas 
has to be collected in a vessel unmixed with air, it is 
made to pass through a bent glass tube (the delivery- 
tube), which is fitted by means of a cork air-tight into 
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the mouth of the test-tube; the end of this tube dips 
into some water, and the bubbles of gas are allowed to 
rise into a vessel full of water and inverted over the end 
of the delivery-tube. This process of “ collecting” oxy- 
gen is fully described in the following experiment; in 
the performance of which two students may advantage- 
ously work together, one attending to the regulation of 
heat to the mixture, the other to filling the gas-jars. 
Exp. 4.—Select a sound cork, of such a size that, 
after having been softened by being squeezed or by 
being rolled with gentle pressure on the floor under the 
foot, it fits tightly into the mouth of the test-tube to be 
employed. ‘Then bend (6) a piece of hard glass tubing 
about fourteen inches in length, into the form shown in 
the figure ; so adapting the bends by trial that when the 
apparatus is fitted together the bottom of the test-tube 


Bra. 


may be at a convenient height in the flame, the end of 
the delivery-tube at the same time dipping about an 
inch under water. Make a hole through the centre of 
the cork (8), of such a size that the glass tube fits tightly 
into it. Then test whether the apparatus is air-tight by 
fitting the glass tube into the cork, and the cork into the 
test-tube, and blowing down the open end of the deliy- 
ery-tube; no air must be heard to escape, or must be 
seen to bubble out on moistening the cork: if air does 
escape a fresh cork must be taken. Now pour into the 
perfectly dry test-tube the oxygen mixture (see Exp. 3) 


—_— 
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off a piece of paper folded into a trough, or scoop up the 
mixture from the mortar with the mouth of the test- 
tube, until the tube is about one-third full, and fit in 
the cork and delivery-tube. 

Before heating the tube fill the jar in which the oxy- 
gen is to be collected with water, close it with a stopper 
or ground-glass plate (or with the hand), invert its 
mouth into water three or four inches in depth, con- 
tained in an earthenware pan or bowl, and carefully re- 
move the stopper or plate. If this operation has been 
performed with proper precaution the jar will be entirely 
filled with water, and no air-bubble will remain. Next 
proceed to heat the upper part of the oxygen mixture, 
holding the tube in the right hand; keep the lamp 
slowly moving with the left, in order to prevent any 
part of the glass from being suddenly and strongly 
heated, which would be liable to crack it. Oxygen gas 
will soon be evolved, but will not at once appear at the 
end of the delivery-tube, since it has first to drive out 
the air which filled the apparatus; as soon as a slip of 
wood glowing at its end is kindled, when held at the 


_ mouth of the delivery-tube, the oxygen has driven out 


the air, and is beginning to escape; the end of the de- 
livery-tube is then at once dipped under water beneath 
the mouth of the jar, and the stream of bubbles rising 
into it will rapidly displace the water. As soon as the 
jar is full of gas, close its mouth under water with the 
stopper or glass plate, and remove it for experiment. 
The jar may also be removed by slipping under its 
mouth a small dish or saucer, the water taken out in the 
saucer then closes the mouth of the jar air-tight. 
Precautions.—The water must be removed from the 
pan, when it rises inconveniently high, by means of a 
small porcelain dish; if at any time the gas should be 
given off too rapidly, the flame should be removed until 
the current slackens; the lower portions of the mixture 
should be heated only after the upper parts refuse to 
yield any more gas; when the process is to be stopped, 
the end of the delivery-tube must be removed from the 
water before the gas has ceased to bubble out, and the 
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test-tube must not be allowed to touch cold or wet 
objects, which would cause the hot glass to crack. 
Several bottles filled with oxygen will be required for 
the following experiments, or the same bottle may if 
necessary be refilled with the gas according to the above 
directions, after the completion of each experiment. 
Note.—The use of ground-glass plates, which must close the 
mouth of the jar perfectly air-tight, is much easier than that of 
stoppers. An earthenware “ beehive shelf’? which may be used 


in a common earthen pan, or a ‘* pneumatic trough,’’ is also con-_ 
venient, since it supports the jar during the process of collection. 


Oxygen gas is remarkable for the energy with which 
it combines with or burns many substances; three ex- 
amples are given of this property in Expts. 5, 6, and 7. 

Exp. 5.—Select a splinter of wood-charecoal or a small 
piece about the size of a nut; the experiment is more 
brilliant if the surface of the charcoal formed originally 
part of the bark of the tree. Bind this upon a “ de- 
flagrating spoon” with a little fine iron or copper wire ; 
then adjust the wire handle of the spoon in the brass 
cap, so that when held beside the bottle of oxygen with 
the cap on a level with the mouth of the jar, the little 
metal cup is about an inch from the bottom of the bot- 
tle. Now heat the charcoal in the Bunsen flame, or 
better the blowpipe flame (4), until a part of its surface 
glows when held in the air, and quickly place it into 
the bottle of oxygen, with the brass plate covering the 
mouth of the bottle. (See Fig. 7, p. 30.) The char- 
coal will burn much more brilliantly than in air, throw- 
ing off sparks if its surface was “ barky :” 


C+0,=CO,. 


When it ceases to burn pour into the bottle a little clear 
lime-water from a small beaker or test-tube, quickly 
close the bottle and shake the liquid round inside it; 
the clear liquid becomes milky, indicating the presence 
of carbon dioxide gas, as will be hereafter explained. 
Exp. 6.—Remove the charcoal from the deflagrating 
spoon and replace it by a piece of sulphur as large as a 
pea; heat the spoon in the flame until the sulphur melts 
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and begins to burn with a pale-blue almost invisible 
flame. Then place the spoon into a fresh jar of oxygen, 
the sulphur will at once burn with a much larger flame, 
which emits a beautiful violet light : 


S + O,=SO,. 


Sulphur dioxide (sulphurous anhydride) gas remains 
in the bottle; its presence is proved by its suffocating 
smell, also by pouring a little water into the bottle and 
shaking it round. Sulphurous acid is thus formed, 
and is recognized by dropping into the water a piece of 
blue litmus-paper, which is immediately reddened, and 
by pouring in a few drops of red potassium dichromate 
solution, the color of which changes to green. 

Exp. 7.—Cleanse the deflagrating spoon from any re- 
maining sulphur, and place into it a small piece of phos- 
phorus no larger than a pea. The phosphorus may be 
eut with a knife, but it must be touched only with wet 
fingers, and should be handled as little as possible, since 
it is liable to catch fire by the heat of the hand; it is 
always kept under water, being dried only immediately 
before being used by pressing it between filter-paper or 
blotting-paper, or with a dry cloth. Set fire to the phos- 
phorus by holding the spoon in the flame, and notice how 
it burns in the air; then place the spoon in a jar of 
oxygen—the phosphorus will burn most brilliantly, pro- 
ducing a white substance called phosphorus pentoxide (or 
phosphoric anhydride) : 


P, + O, = P,O,. 


When the phosphorus has ceased to burn pour in a little 
water and shake it round in the jar, the white substance 
dissolves, yielding phosphoric acid : 
P,O, + 3H,O = 2H,PO,, 

and the water may now be proved to be acid by dropping 
into it a piece of blue litmus-paper, which will be imme- 
diately reddened. 

Test for Oxygen.—A convenient test for oxygen is to 
introduce into the gas a slip of wood with a spark at the 

Q* 
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end, which is caused to burst into flame. Only one 
other gas possesses this property, and it is readily distin- 
guished from oxygen by other means. This test only 
detects oxygen when it is in a pretty pure condition. 


Il. Hyprocen Gas.—The liquid substance water 
consists of oxygen gas, combined with another gas called 
hydrogen ; several processes are known for preparing hy- 
drogen from water. This gas is, however, most readily 
obtained from another liquid containing it, called hy- 
drochloric acid, by the action upon it of the metal zine. 

Exp. 8.—Fit a two-necked Woulffe’s bottle* (a, Fig. 
3), with air-tight perforated corks bearing a thistle fun- 


Fie. 3. 


nel (B), whose end reaches nearly to the bottom of the 
bottle, and a tube bent as shown at © and terminating 
just below the cork: join to this, by means of a short 
piece of tightly fitting india-rubber tube, a bent delivery- 
tube p. Pour into the bottle sufficient granulated zine 
to cover the bottom, replace the corks, and after ascer- 
taining that the apparatus is air-tight by closing the end 
of the delivery-tube and blowing down the thistle-fun- 


* A wide-necked bottle may be used instead, being fitted as 
shown in Fig. 5 (p. 26)... 
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nel, pour in through the funnel sufficient water to cover 
the zine and the end of the funnel-tube ; then add strong 
hydrochloric acid gradually until, after mixing the acid 
and water by shaking the bottle, the hydrogen is seen to 
rise from the zine in numerous small bubbles: 


Zn + 2HCl = 2H + ZnCl.. 


Then dip the end of the delivery-tube under water con- 
tained in the pan or trough, and allow the gas to bubble 
out through the water for at least five minutes. This 
delay is necessary in order to give the hydrogen time to 
entirely remove the air which filled the bottle, and which 
when mixed with hydrogen produces a dangerously ex- 
plosive mixture. Before collecting larger quantities of 
the gas for experiments, ascertain that the hydrogen is 
no longer mixed with air by inverting a test-tube filled 
with water over the end of the delivery-tube ; as soon as 
the fube is full of gas close its mouth with the thumb, 
and hold it to a flame; if the gas burns with a slight ex- 
plosion, the tube is again similarly filled with the gas 
and tried in the same way. As soon as the gas burns 
quietly with a pale flame, a jar (or a small thick glass 
eylinder or tube) may be filled with it in the same way 
as was directed for oxygen. 

If during the preparation of gas for the following ex- 
periments the gas comes off too slowly, it is only neces- 
sary to pour in a little more strong acid through the 
funnel and mix it with the liquid in the bottle by gently 
shaking the latter. 

Exp. 9.—Hold the jar filled with hydrogen with its 
mouth open and directed upwards for a short time, the 
gas will entirely escape; the absence of the gas may be 
shown by holding a lighted taper in the jar, when no 
flame will be seen at the mouth. If the jar be refilled 
with hydrogen and held for a short time mouth down- 
wards, the hydrogen will remain in it, and its presence 
may be shown by the gas burning with a pale flame 
when a lighted taper is introduced: these results prove 
that hydrogen is much lighter than air, since its ten- 
dency to rise prevents it from passing out downwards 
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through the open mouth, whilst it readily escapes up- 
wards from the erect cylinder. Since hydrogen is so 
much lighter than air, it is possible to collect the gas 
without using water by a process called “ displacement.” 
The delivery-tube of the hydrogen apparatus is passed 
up to the top of the inverted jar containing air, the hy- 
drogen rises to the upper part of the jar and gradually 
pushes out the heavier air downwards. 

Exp. 10.—Fill a jar with hydrogen by “ displace- 
ment.” For this purpose fit upon the india-rubber joint 
of the hydrogen apparatus a delivery-tube bent as shown 
in Fig. 4, and when a brisk effervescence of gas has been 
caused by pouring in some strong hydrochloric acid, pass 
this tube up to the top of an 
inverted jar, and allow the jar 
to remain in this position for 
several minutes; it is best to 
loosely close the mouth of the 
jar during this process by let- 
ting it rest upon a perforated 
disk of card-board (or the 


ing spoon), supported upon a 
retort-stand ring, or upon an 
iron tripod-stand, since the 
entrance of air by “diffusion” 
is thus almost entirely pre- 
vented. | 

Remove this jar, keeping it mouth downwards, and 
push up inside it a burning wax taper five or six inches 
in length; the hydrogen will be lighted, and will burn 
with a pale flame at the mouth of the jar, but the flame 
of the taper will be seen to be extinguished by the gas: 
the taper may, however, be rekindled by holding it in 
the hydrogen flame burning at the mouth of the jar. 

Exp. 11.—Cover the bottle and funnel-tube with a 
cloth, to prevent accident in case of an explosion, and 
light the hydrogen at the end of the delivery-tube used 
in the last experiment. Hold over the flame a perfectly 
clean, dry, and cool tumbler or beaker; the inside will 


round brass cap of a deflagrat- _ 


ie a 
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become dimmed with moisture, showing that hydrogen 
gas burning in the air produces water : 


H, + 0 = H,0. 


Note.—Since all gases which have keen in contact with water 
contain more or less vapor of water, or are ‘‘ moist,’’ it is usual to 
employ for this Exp. a stream of hydrogen gas which has been 
freed from moisture or ‘dried.’ A gas is dried (or desiccated) by 
passing it through some substance which readily absorbs moisture. 
Strong sulphuric acid (oil of vitriol), calcium chloride, and quick- 
lime ure the desiccating agents most commonly employed. The 
gas may be made to bubble through strong sulphuric acid con- 
tained in a bottle, B (Fig. 10, p. 35), connected, as shown in the 
figure, with the generating apparatus. It may be also dried by 
passing it through a tube containing fragments of calcium chloride, 
or of quicklime (Fig. 10a), or pieces of pumice-stone moistened 
with strong sulphuric acid: the moistened pumice may be con- 


tained in a U-tube (Fig. 104), or in the bottle B (Fig. 10, p. 35). 


Exp. 12.—Measure the height of a short thick glass 
eylinder, and divide it into three equal parts by small 
pieces of gum-paper stuck upon the outside. Fill the 
cylinder with water, and, after inverting it in water, fill 
one-third with oxygen (Exp. 4), and the remainder with 
hydrogen (Exp. 8); let the jar stand with its mouth 
under water for five or six minutes to allow the gases to 
mix, then apply a lighted taper to the mouth of the jar 
directed downwards, taking care not to place the fingers 
beneath it: the gases combine to form water with a loud 
explosion. 

Test.—Hydrogen gas is recognized by bdbiiting with a 
pale flame in air or oxygen, the flame depositing water 
on any cold object held above it. 


III. Carson Dioxipe Gas (CarBponic ANHY- 
DRIDE).*— When carbon was burnt in oxygen (Exp. 5), 
a gas called carbon dioxide remained in the jar; the gas 
may be prepared in this way, but a much more easy 


* Formerly called carbonic acid, a name objectionable on chem- 
ical grounds. 
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method consists in pouring hydrochloric acid pe rie gen 
pieces of marble: 


CaCO, -+ 2HCl = CO, + H,O + CaCl. 


Chalk or limestone may be substituted for marble, but 
it does not answer so well. 

Exp. 13.—Rinse out the apparatus used for preparing 
hydrogen, and place in it some small pieces of marble ; 
fit into the india-rubber joint a delivery-tube bent at 
right angles, as shown in Fig. 5, then pour through the 
funnel-tube sufficient water to cover the marble and the 
end of the funnel-tube, and then strong hydrochloric 
acid until gas comes off with brisk effervescence. Place 
the delivery-tube in a jar with its end nearly touching 


the bottom, cover the mouth of the jar with a small disk . 


of cardboard which has had a slit cut in it for the de- 
livery-tube (or pass the delivery-tube through the brass 
cap of a deflagrating spoon), and allow the apparatus to 
stand for several minutes. 

Carbon dioxide being much heavier than air, will soon 
fill the jar by “displacement,” that 
is to say, it will collect in the lower 
part of the jar, and, by gradually 
rising in it, will lift out the air. 
Since this gas has the property of 
extinguishing a burning taper, it is 
easy to ascertain when the jar is full 
by holding a lighted taper just inside 
its mouth; if the taper is extin- 
guished, the carbon dioxide has 
reached the top. Carbon dioxide 
gas, being very largely dissolved by 
water, is rarely collected over water, 
the process of “displacement” being very preferable. 

Exp. 14.—Allow this jar of carbon dioxide to stand 
uncovered, and with its mouth upwards for a few min- 
utes, then ‘place in the jar a burning taper; the carbon 
dioxide is shown to be still present in the vessel by the 
immediate extinction of the taper. Then hold the jar 


Fie. 5. 


Exp. 15-17.] PROPERTIES OF CARBON DIOXIDE. 27 


for several minutes with its mouth downwards; on test- 
ing with a lighted taper, only air will be found in the 
vessel. These experiments prove that carbon dioxide is 
heavier than air, since it remains in a vessel which is open 
only above, and falls out of one which is open below. 

Exp. 15.—Since this gas is so much heavier than air, 
it can be poured from vessel to vessel 
like water. This may be shown by Bre 
pouring carbon dioxide from a bottle ff‘ 
filled with the gas into a jar full of air, 
the latter being somewhat the smaller. 
The bottle is gradually tilted a little 
beyond the horizontal position, with 
its mouth over that of the jar. After 
holding it in this position for a short 
time, it may be proved by a lighted 
taper that the gas has left the bottle and is present in 
. the jar. 

Exp. 16.—Pour a little lime-water from a test-tube 
or small beaker into a jar of carbon dioxide, and shake 
the liquid round in the jar. ‘The lime-water will at once 
become milky, owing to the lime which is dissolved in 
the water being converted by the carbon dioxide into 
common chalk (calcium carbonate), and this, being an 
insoluble substance, remains mixed as a white powder 
(“ precipitate”) with the water : 


CaH,O, + CO, = CaCO, + H,0. 


Exp. 17.—Carbon dioxide gas readily dissolves in cold 
water, forming a liquid which probably contains car- 
bonic acid ; 


CO, + H,O = H,CO,. 


The solubility of the gas in water may be proved by 
displacing the air from a bottle, previously half filled 
with cold water, by carbon dioxide; then tightly closing 
the mouth of the bottle with the wet hand, and shaking 
vigorously for a short time: the bottle will adhere to 
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the hand, owing to a partial vacuum being produced by 
the absorption of the gas by the water. A further proof 
is afforded by dipping the end of the delivery-tube em- 
ployed in Exp. 13 to the bottom of a beaker containing 
water, so as to cause the gas to bubble up through the 
liquid. After the bubbles have passed for several min- 
utes, the water may be shown to contain carbonic acid 
by pouring some of it into a test-tube and adding a little 
lime-water, which will cause a milkiness ;* also, by add- 
ing to another part of the carbonic acid solution several 
drops of blue litmus solution, or dipping into it a piece of 
blue litmus-paper, which will become red, indicating the 
presence of an acid. If this liquid containing carbonic 
acid be tasted, it will be found to possess a taste resem- 
bling that of soda-water, and in fact soda-water is merely 
water which contains a large quantity of carbonic acid, 
as may be proved by examining it with lime-water and 
litmus. If some of the water containing carbonic acid | 
be boiled in a test-tube, the carbon dioxide gas is driven 
off again: the bubbles of gas are seen rising in the water 
long before the latter boils, and after the liquid has been 
boiled briskly for several minutes, it may be proved to 
be free from carbonic acid by giving no milkiness on 
addition of lime-water, and by not changing the color of 
blue litmus-paper or solution. 

Exp. 18.—Dilute some lime-water, contained in a 
small beaker, with an equal quantity of distilled water, 
and allow the carbon dioxide gas to bubble through it 
as in Exp. 17; a milkiness will be produced owing to 
the formation of chalk (Exp. 16); but if the gas is 
allowed to bubble for several minutes through the liquid, 
the milkiness will gradually disappear, since the chalk 
dissolves entirely in the carbonic acid which is formed 
by the carbon dioxide dissolving in the water. On hoil- 
ing some of this clear liquid it again becomes milky, 
since the carbon dioxide is driven out of the water by 


* Sometimes the milkiness disappears, for reasons explained in 
Exp. 18, unless much lime-water is added. 
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heat, and therefore the chalk can no longer remain dis- 
solved. It will be found, on pouring out the water, that 
part of the chalk remains adhering to the inside of the 
tube, whence it may be removed by pouring in a few 
drops of hydrochloric acid. The above experiment ex- 
plains the origin of the coating or “incrustation” of 
chalk inside kettles and steam-boilers in which chalk- 
water is boiled. Such water contains chalk dissolved 
by carbon dioxide gas present in the water; this gas is 
driven off when the water is boiled, and the greater part 
of the chalk separates upon the sides of the vessels. 

Tests for Carbon Dioxide.—It is evident that the pres- 
ence of carbon dioxide gas is shown by its properties of 
extinguishing a burning taper, and turning lime-water 
milky: these are the ordinary “tests” for carbon dioxide. 
We may now proceed to employ them, to prove that 
earbon dioxide is evolved from our lungs during the 
process of respiration, and also that it is produced by a 
burning candle. 

Exp. 19.—Invert a bottle full of water in a pan of 
water, and fill it with air from the lungs by blowing the 
breath out through a glass tube, one end of which is 
dipped into the water and held beneath the mouth of the 
bottle. In order to obtain air from the lungs, a full breath 
should be drawn, and the nose then closed by pinching 
it with the finger and thumb. Before allowing any air 
to pass up into the bottle, a portion should be breathed 
out through the tube, so as to replace the air contained 
in the mouth and in the tube by air from the lungs; the 
remainder of the breath is then allowed to bubble up 
into the bottle. Close the bottle, remove it from the pan, 
and introduce into it a lighted taper, the flame will be 
immediately extinguished. 

Now blow air from the lungs (obtained as just de- 
scribed) through a glass tube into lime-water contained 
in a small beaker, the lime-water will become milky. 

Exp. 20.—Fasten a small piece of candle or wax 
taper upon the deflagrating spoon, and place it alight in 
a bottle of air the mouth of which is closed by the brass 
plate (Fig. 7). After burning for a short time the flame 
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will be extinguished, and if relighted will be again 

extinguished when placed in the jar. Now pour in 

some lime-water from a small beaker, 

Fra; 7 and shake it round in the bottle, the 
liquor will be rendered milky. 

A similar experiment may be per- 
formed, substituting the flame of coal- 
gas which is burnt from a bent tube 
for that of a candle, and closing the 
mouth of the bottle with a piece of 
cardboard. The extinction of the 
flame, and the milkiness then pro- 
duced by shaking lime-water in the 
bottle, will prove the production of 
carbon dioxide by the combustion. 

Hence carbon dioxide gas is constantly being intro- 
duced into the air by respiration and combustion, and 
we should therefore expect to be able to detect its pres- 
ence in air by the above tests. It is manifestly not pres- 
ent in sufficient quantity to extinguish a burning taper, 
but the presence of carbon dioxide in air may be shown 
by lime-water in the following way : 

Exp. 21.—Pour some clear lime-water into a watch- 
glass (or better a clock-glass), and allow it to stand for a 
few minutes in the air; a film of chalk will gradually 
form on the surface, and will be seen as white flakes 
when the water is stirred. 


III. a. Nitric oxide gas may be prepared in the apparatus used 
for making carbon dioxide (Fig. 5, p. 26). 

Exp. 22.—The pieces of marble ure removed and the apparatus 
washed out. Some scraps of copper (copper clippings or turnings) 
are then placed in the flask, and nitric acid diluted with an equal 
measure of water poured in: 


80u + 8HNO, —2NO 4 8Cu(NO,), 4 4H,0. 


A reddish-brown gas soon fills the inside of the vessel, and should 
be allowed to bubble off for a time through water; it may then be 
collected over water as directed for hydrogen gas Nitric oxide is 
colorless, but it forms a reddish-brown gas (chiefly nitrogen tetrox- 
ide) when mixed with free oxygen. This is shown by filling a jar 
with the gas over water, and then allowing it to stand with its 
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mouth open in the air; the entrance of the oxygen of the air at 
once produces red fumes. The appearance of red fumes in the 
preparation vessel is thus explained, since the vessel is at first filled 
with air with which the first portions of the gas mingle. 


TV. Ammonta Gas.—The familiar smell of common 
“smelling salts” is due to ammonia gas which is con- 
stantly being given off from 
the solid “ carbonate of ammo- 
nia” contained in the bottle. 
The gas is thus evolved only 
very slowly ; it may be made to 
come off much more rapidly if 
the “carbonate of ammonia” 
is mixed with lime and the mix- 
ture is then gently heated ; sal 
ammoniac is usually employed 
instead of the carbonate of am- 
monia : 


2NH,Cl + CaH,O, = 2NH, + 
CaCl, +. H,O. 


Exp. 23.—Powder some ammonium chloride (sal am- 
moniac) in a mortar, and mix with it thoroughly on a 
sheet of paper about an equal quantity of slaked lime 
in fine powder. Pour some of this mixture into a small 
flask (Fig. 8) until it is about one-third filled, and close 
the neck of the flask with a tightly fitting perforated 
cork, into which is inserted a straight piece of glass tube 
8 or 9 inches long. Heat the mixture gently by placing 
the flask upon a piece of wire-gauze on a tripod-stand 
and putting underneath it a lighted rose-burner. Am- 
monia gas will soon be smelt issuing from the end of 
the tube, and, since it is much lighter than air, may be 
collected by « displacement, ” as described in Exp. 10. 
To ascertain when the vessel is filled with the gas it is 
only necessary to hold at the mouth of the jar a piece 
of moist red litmus or yellow turmeric paper ; since am- 
monia gas changes the color of the former to blue and 
of the latter to reddish-brown, it is easy to see whether 
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it has reached the mouth of the jar by observing whether 
any change is produced in the color of the paper. 

Ammonia gas does not burn continuously in air at 
the ordinary temperature, but it burns readily either in 
strongly heated air or when lighted in oxygen gas. 
Show this by holding the end of the delivery-tube, from 
which a stream of the gas is issuing, in the top of a 
Bunsen-flame ; a pale yellowish-green flame of burning 
ammonia will be seen ; and if the end of the tube is 
dipped into a jar of oxygen, the NH, may be inflamed 
as it issues into the oxygen gas. 

Ammonia should always be collected by displacement, 
since it is extremely soluble in water, and therefore its 
collection over that liquid would lead to great waste of 
the gas, For this reason, also, the vessels in which am- 
monia is to be collected should always be perfectly dry 
inside. 

Exp. 24.—Place a jar full of ammonia mouth down- 
wards in a vessel of water, and gently shake the jar so 
as to agitate the water at its mouth; the water rapidly 
absorbs the gas and rises in the jar to fill the : space for- 
merly occupied by the gas. 

If a little water be rapidly poured into a jar of am- 
monia by momentarily partly opening it and at once 
covering it again with a glass plate or with the hand, 
and the water be then shaken in the jar, the water, owing 
to its having absorbed the gas, will, when poured out, 
be found to have acquired the smell and behavior with 
litmus and turmeric papers which characterize the gas. 
This liquid is in fact weak “Liquor Ammonie,” a solu- 
tion prepared in large quantities by letting ammonia gas 
bubble for some time through cold water. 

Exp. 25.—Pour into a vlass jar a little strong hydro- 
chloric acid, close the jar with a glass plate, and shake 
the acid about inside the jar, hydrochloric acid gas will 
thus be liberated; the liquid may then be allowed to 
run out by slipping aside the glass plate for a moment. 
Place this jar in an inverted position over a jar contain- 
ing ammonia gas, and covered with a glass plate (Fig. 9, 
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a), then withdraw the glass plates, so that the mouths of 
the jars are in contact (Fig. 9, 6), and 

the hydrochloric acid and ammonia deschy 
gases can freely intermingle. Dense * 
white fumes of solid ammonium chlo- 
ride will immediately be formed : 


NH, + HCl = NH,Cl. 


This experiment may also be per- 
formed by dipping a glass rod into some 
strong hydrochloric acid, and holding 
it in ammonia gas as it issues from the 
delivery-tube of the apparatus, or in a 
jar previously filled with the gas; the same white fumes 
will at once appear. 

Tests for Ammonia Gas.—Ammonia gas may be read- 
ily recognized by its pungent smell; by turning moist- 
ened red litmus-paper blue, and moistened turmeric-paper 
reddish-brown ; and also by giving white fumes with a 
glass rod moistened with strong hydrochloric acid. 


Gases are frequently made to pass through certain 
liquids, in order to free them from impurities before they 
are collected; this is termed “washing” a gas. The 
preparation of carbon monoxide gas from oxalic acid 
will serve to show how this process is performed. 


VY. Carson Monoxipe.—This gas is produced when 
carbon dioxide gas is made to pass over red-hot char- 
coal : 


CO, + C= 200. 


It is often thus formed in open grates, and is seen burn- 
ing at the top with its characteristic blue flame. Carbon 
monoxide is usually prepared by heating solid oxalic 
acid with strong sulphuric acid, when a mixture of car- 
bon monoxide and carbon dioxide is given off: 


H,C,0,.2H,0 + H,SO, = CO + CO, + H,SO,.3H,0. 


Exp. 26.—Place a little solid oxalic acid in a test- 
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tube; pour upon it strong sulphuric acid* sufficient to 
cover it to a depth of at least half an inch, and heat the 
mixture. After a short time effervescence will be no- 
ticed, owing to gases being evolved; hold in the mouth 
of the tube a glass-rod freshly dipped into lime-water, 
the drop of lime-water hanging upon its end will become 
milky, showing that carbon dioxide is one of the gases 
evolved. Hold a burning taper to the mouth of the 
test-tube, a blue flame will be seen caused by the carbon 
monoxide gas burning in the air. 

In order to get rid of the carbon dioxide gas which is 
mixed with the carbon monoxide, the mixed gases are 
“ washed” with solution of caustic soda; this liquid ab- 
sorbs the carbon dioxide readily, but allows the carbon 
monoxide to pass on: 


CO + CO, + 2NaHO = CO + Na,CO, + H,O. 


The way in which this washing is effected is explained 
in Exp. 27. 

Exp. 27.—Heat the mixture of oxalic acid and strong 
sulphuric acid in a flask (4) fitted as shown in Fig. 10, 
and pass the gases either into a wash-bottle (a small 
Woulffe’s bottle, or a broad-necked bottle), fitted as 
shown in B, and containing caustic soda solution ; or 
through a tube (a) containing fragments of quicklime, 
or a U-tube (6) filled with fragments of caustic soda or 
with fragments of pumice-stone moistened with strong 
caustic soda solution. The carbon monoxide gas thus 
more or less perfectly freed from carbon dioxide may be 
collected over water, and will be found to give either no 
milkiness with lime-water, or a slight milkiness if the 
stream of gas has been so rapid that the caustic soda has 


* Strong sulphuric acid is a very corrosive liquid, and great care 
must be taken not to get any upon the skin or clothes; should any 
of this acid or of any other acid get upon the skin it must be at 
once washed off; if it should accidentally be spilt upon the clothes, 
the part must be rubbed with ammonia solution. If the acid has 
remained for some time on the clothes it will produce’a red stain, 
which will be removed by ammonia solution unless caused by 
nitric acid. 
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not been able to absorb the carbon dioxide completely. 
By heating a formate with strong sulphuric acid carbon 
monoxide alone is given off, and is thus readily obtained 
free from carbon dioxide. 

Carbon monoxide resembles hydrogen in being inflam- 
mable and in extinguishing a burning taper; it also 
explodes when mixed with oxygen or air, hence before 


Fie. 10. 


collecting a cylinder of the gas for experiment, ascertain 
that the gas coming off from the apparatus is free from 
air by collecting a small test-tube full and proving that 
it burns quietly. 

Exp. 28.—Push a burning taper up into a cylinder 


_ filled with carbon monoxide; the gas will burn with a 


blue flame at the mouth of the jar, but the taper will be 
extinguished. As soon as the gas has ceased to burn in- 
side the cylinder, pour in a little lime-water and shake 
it about ; the liquid becomes milky, showing that by the 
combustion of carbon monoxide in the oxygen of the air 
carbon dioxide gas is produced : 


CO + O= CO, 


Tests for Carbon Monoxide.— Carbon monoxide is 
recognized by burning with a pale-blue flame in the air, 
producing carbon dioxide, which renders lime-water 
milky. 
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V. a. Chlorine Gas may be made in the apparatus employed for 
the preparation of carbon monoxide; the washing-bottle may 
either be dispensed with or may be used containing a little water. 

Exp. 29.—Place some manganie oxide, powdered, or better in 
small lumps, into the flask a (Fig. 10, p. 85), pour upon it some 
strong hydrochloric acid mixed with about one-third its measure 
of water, and heat gently in a draught-cupboard or out of doors 
in the open air. A greenish-yellow gas is evolved, which may be 
collected by displacement like carbon dioxide, since it is much 
heavier than air: 


MnO, + 4HCl =Cl, + MnCl, + 2H,0. 


The gas has a very destructive action on the lungs, and must on 
no account be inhaled; it is usually recognized by its yellowish- 
green color, its peculiar smell, and by its property of bleaching 
moist vegetable colors. This last property is shown by placing in 
a jar of the gas a piece of moistened litmus-paper or fabric dyed 
with madder (‘Turkey red’’); the colors of both will be de- 
stroyed. A burning wax taper plunged into a jar containing 
chlorine continues to burn with a very smoky flame; oil of tur- 
pentine, introduced into the gas by moistening a strip of filter- 
paper with the warm liquid, catches fire of itself and gives rise to 
dense smoke. A piece of Dutch-foil or copper-leaf also burns 
when dropped into chlorine. 

Tests for Chlorine.—Chlorine gas is recognized by its yellow 
color, its smell, and its power of bleaching moistened litmus- 


paper. 


V. 6b. Hydrogen Chloride, or Hydrochloric Acid Gas. 

Exp. 80.—Piace in the cleansed flask a (Fig. 10), which was 
used for the preparation of carbon monoxide, some lumps of 
sodium chloride (common salt), obtained by breaking up a mass 
of the melted powder, or by breaking a piece of rock-salt; pour 
upon it strong sulphuric acid and heat gently. Hydrochloric acid 
gas is evolved: 


NaCl + H,SO,=HCl + NaHSo,. 


and being heavier than air, may be collected by displacement in 
the same way as carbon dioxide. The gas fumes strongly in moist 
air, turns moist blue litmus-paper red, dissolves easily in water 
(Exp. 24) giving an ‘acid ”’ liquid (hydrochloric acid), which, like 
the gas, turns blue litmus red. 

Tests for Hydrochloric Acid.—This gas is known by fuming in 
the air, turning moist blue litmus red, giving white fames with 
ammonia gus, and yielding when dissolved in water a milky liquid 
on addition of silver nitrate solution, which does not become clear 
on adding nitric acid. 


VI. DistimLation.—This process is employed to 
separate liquids which boil at a comparatively low tem- 
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perature, either from solids, or from other liquids which 
are not converted into vapor at all or only at much 
higher temperatures. It consists in boiling the liquid 
and cooling (“condensing”) the vapor, w hich is thus 
given off, again into a liquid (the “ distillate”’), the non- 
volatile solid or liquid substances present being thus left 
behind in the vessel in which the liquid is boiled. As 
examples of this process, the purification of common 
spring-water from the solid substances dissolved in it, 
and the preparation of nitric acid, may be performed. 


A. Distillation of Water.— Exp. 31.—Pour into a 
clean retort a (Fig. 11) some tap-water through a funnel 
placed in the mouth, or in the tubulure (i.¢., the open- 
ing for the stopper or cork) if, as is better, a tubulated 


retort is employed. Support the retort, whose bulb has 
been about half-filled with water, in a retort-stand or 
upon a tripod, with its neck sloping downwards and dip- 
ping into a small, clean flask or bottle 6, which is partly 
immersed in cold water contained in an evaporating 
basin. Cover the bulb of the flask with a broad strip 
of filter-paper, whose ends dip into the water contained 
in the dish; or instead of cooling the flask cool the neck 
3 
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of the retort, by wrapping round the lower part of it a 
piece of filter-paper c, and round this a piece of wet 
string or tow d; then arrange a funnel e, with its mouth 
partly stopped, so as to drop cold water on the upper 
part of the filter-paper; this water will be drained off 
by the string d. On carefully boiling the water in the 
retort steam passes into the flask, and is there condensed 
to “distilled water.” ‘The first few drops should be 
thrown away, as they are apt to be impure from rinsing 
the retort neck and flask. Whilst this process of dis- 
tillation is going on, add to some tap-water contained 
in a test-tube several drops of nitric acid and some sil- 
ver nitrate solution, and notice that the water becomes 
milky ; a separate portion in another test-tube will also 
be found to become milky on addition of some ammonia 
and ammonium oxalate solution. These changes are 
due to the presence in the water of certain solid sub- 
stances dissolved in it. If the distilled water from the 
flask be examined in the same way it will remain clear, 
showing that these substances have been removed by 
distillation. 

Tests for Distilled Water.—Good distilled water should 
remain quite clear when to separate portions of it are 
added solutions of ammonium oxalate, silver nitrate, 
barium chloride, and ammonium sulphide; these tests 
prove the absence of calcium, chlorides, sulphates, lead, 
-and iron respectively. It should also leave no residue 
when evaporated. 


B. Nitric Acid—Exp. 32.—Clean the retort from 
Exp. 31 by rinsing out the bulb with a little dilute 
hydrochloric acid, and then thoroughly with water ; let 
it drain for a few minutes, and place in it some solid 
potassium nitrate (nitre); then pour upon this, through 
a funnel placed in the neck (or tubulure), a quantity of 
strong sulphuric acid about equal in weight to the nitre 
used, and allow the acid to drain off the neck (in case a 
non-tubulated retort is employed), by supporting it for 
some time in an upright position. Proceed to distil just 
as in the preceding experiment; a thick yellow oily 
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liquid will trickle down the neck of the retort into the 
flask ; this liquid is somewhat impure nitric acid, and 
will be found to fume strongly in the air: 


KNO, + H,SO, = HNO, + KHSO,. 


Test for Nitrie Acid.—Place some small pieces of cop- 
per in a test-tube, pour upon them a little of this nitric 
acid ; on warming gently reddish-brown fumes will ap- 
pear in the tube. (See Exp. 22, p. 30.) This property 
of giving red fumes when treated with copper is often 
used as a test for nitric acid. 
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SECTION II. 


PREPARATION AND USE OF APPARATUS REQUIRED 
IN ANALYSIS. 


Notes.—Refer to the list in paragraph (494),* which shows what 
apparatus is required for each student, and mark all apparatus as 
directed in the note at the end of the list. 


1. The Bunsen Burner.— By far the most useful 
lamp for general heating purposes is the Bunsen burner 
(Fig. 12). It is a gas lamp so constructed that coal gas 
entering through the tube @ may be burnt mixed with a 
proper proportion of air which flows in through the 
holes at the foot of the burner; the oxygen of the air 

which is thus mixed with the gas burns 

i as the carbon in the interior of the flame. 

a Accordingly the luminosity, which is 
© believed to depend upon the existence in 
the flame of unburnt carbon or carbon 
compounds, is destroyed. The Bunsen 

flame is therefore useful, because it de- 

posits no soot upon any cool object which 

is being heated in it, and also, because it 

is much hotter, owing to the more complete combustion 
of the gas, than any of the ordinary flames. Its high 
temperature, non-luminosity, and colorless appearance 
also render it very valuable for producing flame colora- 
tions, as will be seen hereafter. The lamp should be 
provided with some means for partly or entirely closing 
the air-holes when requisite; this is usually effected 


6 


* Numbers occurring in the text which are inclosed in brackets 
refer to the paragraphs commencing in this section. For conve- 
nience in reference, paragraph numbers are printed in thick type, 
and at the head of each page will be found, inclosed in square 
brackets, the numbers of the paragraphs it contains. 
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either by a loose perforated ring which is slipped over 
them, or by making the tube 6 turn round on its long 
axis. When a small flame is being employed, the air 
must be partly shut off, else the flame “ burns below.” 

When the lamp is to be used, a piece of tightly fitting 
india-rubber tubing ;;ths of an inch in diameter is 
pushed over the end of the tube a, and the other end of 
the tubing is slipped over the tube which supplies gas to 
the working bench, the gas-tap is turned on, and as soon 
as the gas is distinctly smelt issuing from the tube ), it 
is lighted. The flame should be almost perfectly color- 
less, and give scarcely any light. Occasicnally the gas 
will burn at the bottom instead of the top of the tube 6; 
this usually happens when the flame is turned down very 
low, or the supply of gas is insufficient ; also when the 
quantity of air admitted through the holes is too great, 
or the burner is lighted too soon after turning on the 
gas-tap. It may he at once detected by looking through 
the holes in the base of the lamp, when the luminous 
flame will be seen burning from the small gas jet inside; 
the flame produced whilst the gas is “ burning below” is 
also characterized by being long and somewhat |uminous, 
and by emitting a very unpleasant smell. In such a 
case the flame should be at once extinguished by pinch- 
ing the india-rubber tubing close to the burner, and the 
gas should be relighted after escaping for a few seconds: 
the momentary stoppage of the gas-stream by suddenly 
striking the india-rubber tube upon the bench with the 
hand will also frequently cause the flame to rise to the 
top of the burner without extinguishing it. Closure of 
the air-holes serves the same purpose, but this must be 
done with care, as after the flame has burnt below for a 
short’ time the metal becomes too hot to be touched. 
The risk of the gas burning below is prevented by slip- 
ping upon the top of the burner a tightly fitting thimble, 
with a hole in its top somewhat less in diameter than 
that of the burner. 

2. For diffusing heat over a large surface, the “rose- 
burner” is very useful; it is a small perforated cap ¢ 
(Fig. 12) made of iron, which, when placed upon the 
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top of the tube b, yields a small circle of flames; the 
rose-burner is put on and removed by grasping a small 
iron peg in its-centre with crucible-tongs; it is of 
course very hot after being removed, and should never 
be handled, or placed upon wood, until it is cool. 

3. The flame of a spirit-lamp is occasionally employed 
instead of the Bunsen flame, but for general purposes 

the spirit-lamp should only 

Fia. 13. replace the Bunsen burner 

where coal-gas cannot be ob- 
tained. 

The spirit-lamp (Fig. 13) 
consists of a glass vessel con- 
taining methylated spirit, into 
which dips a cotton wick sup- 
ported by means of a brass, 
or better, a stoneware wick- 
holder. When not in use the 
wick should be always covered 
with the glass cap to prevent evaporation of the spirit. 
If the spirit is tolerably free from resinous matter, its 
flame will be non-luminous, and will deposit no soot 
upon a cold object. 

4. The blowpipe is frequently used to produce a small 
but very hot flame from the flame of a gas-lamp, spirit- 
lamp, or candle, by blowing through it a fine stream of 
air from the mouth. 

In order to obtain the “blowpipe flame” from the 
flame of a Bunsen burner, the blowpipe is held by the 

en ‘aa ae right hand, with its 
finely pierced tip a (Fig. 
P 14), resting on the edge 
of the burner, and just 
inside the flame (Fig. 
15); the mouth-piece } 
is then taken between 
the lips, and after blow- 
ing out the cheeks to 
their full extent, the air 
contained in them is 
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forced out through the jet a, and causes a small-pointed 
tongue of flame to issue from the side of the gas-flame. 
The chief difficulty in learning to use the blowpipe 
properly is experienced in acquiring the habit of keep- 
ing up the blast of air for-some time uninterrupted 
by the breathing. A little patient trial will, however, 
soon remove this difficulty, if it is borne in mind that 
the cheeks must be kept constantly inflated with air, and 
that the air must be forced through the blowpipe by the 
pressure of the cheeks alone and not by the action of the 
lungs, breathing being carried on meanwhile through the 
nose, and the mouth being occasionally replenished with 
air from the throat just before breathing out the air from 
the lungs through the nose. 

It is frequently necessary to have both hands free 
whilst using the blowpipe; this may be secured by rest- 
ing the jet a on the top of the burner, and supporting 
the other end 6, by the lips alone, as shown in Fig. 15; 
or the blowpipe may be rested on a support of convenient 
height, such as the ring of a retort-stand properly ad- 
justed. 

The bright flame obtained by closing the air-holes of 
the burner is much better suited for use with the blow- 
pipe than the ordinary non-luminous flame. A burner 
with an elliptical orifice which gives a flat flame is com- 
monly substituted for the ordinary round flame of the — 
Bunsen burner ; it is easily obtained by slipping a brass 
tube down the tube of the burner. 

A further account of the uses of the blowpipe is given 
in par. 30. 

5. Glass tube or rod is cut by laying it upon a flat 
surface, and making a deep scratch with the edge of 
a three-cornered file 
at the point to be 
eut. The glass is 
then held with both 
hands, one on either 
side of the scratch 
and close to it, and 
a gentle pressure is 
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exerted upon the glass as if trying to break it across (Fig. 
16). If the file-mark has been made sufficiently deep, 
the glass will readily break at the seratch ; the sharp edges 
of a rod or tube should always be at once rounded by 
holding them in the Bunsen or blowpipe flame until they 
are partly melted, or by rubbing them with the face ofa file. 

6. Glass tube is bent by holding the part to be bent 
in the upper edge of a common fish-tail gas-flame, so as 
to heat at least two inches of the 
glass (Fig. 17). The Bunsen 
flame must never be employed 
for bending glass-tubing ; it pro- 
duces a most unsatisfactory bend. 
The tube is supported by hold- 
ing it with both hands, one on 
either side of the flame, and 
whilst being heated it is constantly turned slowly round 
on its axis so as to heat all sides equally. As soon as 
the glass is felt to be soft and pliable, it is taken out of 
the flame and quickly bent to the required angle. The 
heated part must not be allowed to touch anything 
until it is cold; the soot is then removed from it by a 
cloth or piece of paper. A bend, if properly made, 
should be a curve, and should not alter the bore of the 
tube (Fig. 17 a); ifa 
sharp angle is made, 
the bore will be nar- 
rowed, and the bend, 
besides being un- 
sightly, is very liable 
to break under a 
small strain (Fig. 
17d). 

Glass vod may be 
bent in the Bunsen 
or blowpipe flame. 

7. Glass tube is drawn out by holding it with both 
hands as for bending; and whilst turning it constantly 
round on its long axis, the part to be drawn out is 
strongly heated in the Bunsen, or better, in the blowpipe 
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Fig. 176. 
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flame (see Fig. 15); when the glass is well softened, the two 
ends are slowly pulled asunder in opposite directions. 

8. Corks are bored usually by means of brass cork- 
borers, which are used as punches. A borer is selected of 
the same size as the glass tube which is to be inserted into 
the cork, rather less than greater ; the cork is then pressed 
against a wooden 
surface (best against Fie. 18. 
the upright edge of 
a thick bench or 
table), and the per- 
foration made in it 
by pushing — the 
borer through whilst 
constantly turning 
it upon its long axis 
(Fig. 18). Caution and practice wili enable the student 
to make a clean straight hole without damaging the 
surrounding parts of the cork. In boring a single hole 
through a cork, the easiest way to make it straight is to 
bore from the centre of one end halfway towards the 
other, then reverse the cork and bore a hole to meet this 
from the centre of the opposite end. 

A perforation may also be made by pushing a sharply 
pointed round file carefully through the cork. 

The round file is required for smoothing the interior 
of holes made by the cork-borer, or for slightly enlarg- 
ing them when they are too small; whilst doing this, 
great care must be taken to leave the hole round in 
shape, and not to enlarge it so much that the glass 
tubing when inserted fits loosely. 

In perforating india-rubber stoppers, the borer used 
must be sharp, and must be kept well wetted with water, 
or better with solution of caustic soda or potash. 

The edge of the cork-borer is sharpened when neces- 
sary by rubbing the outer part of the edge obliquely with 
the face of a fine-toothed three-cornered or flat file. 

9. Sulphuretted Hydrogen Tube.—A tube of the requi- 
site shape will have been used for the experiments in 
Section I; it is seen as a bent delivery-tube in Figs. 4 
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and 5 (pp. 24, 26). If not already made, bend a piece 
of glass tubing (6) ten or twelve inches in length at right 
angles into the shape shown in Fig. 17a, the shorter 
limb being about two inches long. ‘This tube is to be kept 
for passing sulphuretted hydrogen gas through liquids. 
10. Small Ignition- Tubes.—A piece of hard glass tub- 
ing,* perfectly dry inside and out, not much less than the 
eighth of an inch in internal diameter, is drawn out at 
its middle point by heating it strongly in the blowpipe 
flame, as shown in Fig. 15, p. 42. The narrowed por- 
tion of the tube (Fig. 19) is then cut across (5) at its 
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middle point, and by heating the conical part a, the 
narrow tube may be drawn off, and a small closed tube 
is obtained (Fig. 19a). If the 
patarte closed end is strongly heated in 
CH SC™~—S>sthee: blowpipe flame and blown 
into whilst hot, it may be ex- 

panded into a small bulb. (See Fig. 36, p. 133.) 

11. Glass Stirring Rods.—Three or four glass rods 
are made by cutting (5) a length of solid glass rod into 
pieces, some about seven 
inches long, others of 
about. half that length. 
Any small projections are 
filed or chipped off, and 
both ends of each rod are 
then rounded by holding 
them in the upper part of 
the Bunsen flame, or bet- 
ter in the tip of the blow- 
pipe flame, and turning 
the rod constantly round 
on its long axis until it 


* To distinguish hard glass from soft (lead) glass, hold the tube 
toward the light with one end near the eye; with hard glass the 
ring of glass will appear green or colorless, with soft glass black 
or dark. 
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becomes red hot at the end (see Fig. 20); the sharp edges 
are thus partially melted. The end of the rod must 
not be allowed to touch anything until it is cool. 

11 a. Sometimes a very thin glass rod is required ; 
this may be made from a stouter rod by softening it in 
the blowpipe flame (Fig. 15, p. 42), and then quickly 
drawing it out until the required fineness is produced. 

12. Mounted Platinum Wires.—The platinum wire 
used here must not persistently color the flame green. 


Fic. 21. 


Draw out a piece of glass tube six or seven inches in 
length at its middle point (Fig. 15, p. 42) into the shape 
shown in Fig. 19. Cut it across (5) at the middle of 
the narrow portion. Each piece of glass thus obtained 
serves for the handle to a wire. Break off the narrow 
part of the tube until it extends only about a quarter of 
an inch from the shoulder (a, Fig. 19), and into the 
narrow opening insert the end of a piece of platinum 
wire about two inches in length and bent round at its 
other end into a circle about the eighth 
of an inch across by rolling it round a rivge ye 
piece of thick wire ; then hold the end 
of the wire surrounded by glass in the 
Bunsen or blowpipe flame until the 
glass melts and thickens around it, 
fixing it firmly when cold (Fig. 21). 
At least two wires should be mounted 
in this way. They are then rendered 
less liable to be lost and much more 
easy tu handle. The wire may also 
be mounted by softening the end of a 
short piece of glass-rod in the blowpipe 
flame, and sticking the wire into it. 
13. Wash-bottle—A thin flat-bot- 
tomed flask is chosen (best of the trian- 
gular shape shown in Fig. 22) and of 16 or 18 ounces ca- 
pacity; the neck must not be less than an inch in diameter. 
Procure a sound cork which is slightly too large to enter 
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the neck, soften the cork by placing it upon the floor 
and rolling it backwards and forwards under the foot 
with gentle pressure; when thus softened the cork must 
fit tightly into the flask. A vulcanized india-rubber 
stopper is much more durable for this and most other 
chemical purposes; it is perforated by a sharp well- 
wetted cork-borer, or by a wetted round file. Two 
pieces of glass-tubing rather longer than would be re- 
quired for the tubes a and b are then bent (6) into the 
form shown in Fig. 22. The ends of the tubes are, if 
necessary, cut off (5) to the right length, and their sharp 
edges rounded by holding them in the Bunsen flame or 
in the tip of the blowpipe flame, or by rubbing them 
with the face of the file. 

Two parallel holes are then bored in the cork by 
means of a round file or with a proper sized cork-borer 
(8); the holes must be rather smaller than the glass tubes, 
and must not run into one another or to the outside of 
the cork. They are slightly enlarged, if necessary, by 
the round file. Into these holes the tubes a and 6 are 
then pushed with a twisting motion; if the holes have 
been made of the proper size the tubes must enter some- 
what stiffly, but without requiring much pressure. If 
the holes have been carelessly made too large, the tubes 
may often be made to fit by slipping upon them little 
pieces of narrow india-rubber tubing, or by putting the 
pieces of india-rubber tubing into the holes in the cork 
before fitting in the glass tubes. 

Upon the upper end of a is fitted a piece of small 
india-rubber tubing about an inch and a half in length, 
into the other end of which is pushed a short jet (c) 
made by drawing out a piece of glass tubing in the flame 
(Fig. 15, p. 42); its nozzle may be contracted, if neces- 
sary, by holding it perfectly dry in the flame for a short 
time. The neck of the flask should then be bound 
round with twine like the handle of a cricket bat, or 
tightly covered with a piece of flannel; this prevents the 
fingers from being burnt when water has been boiled in 
the flask and its neck has become heated by the steam. 

The wash-bottle, when thus fitted up, is filled about 


ee 
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two-thirds with distilled water. Tap-water should never 
be kept in the wash-bottle. 

A fine stream of water may then be obtained from 
the jet (c) by blowing down the tube (5); this stream 
serves for washing precipitates and for other purposes. 
A larger stream is obtained by inverting the bottle, 
when the water will flow out from the end of the tube 
(6), air entering meanwhile by the tube (a). 

Hot water is frequently required for washing precipi- 
tates; to obtain this the wash-bottle is placed upon a 
piece of wire gauze supported on a tripod-stand, and is 
heated by the Bunsen flame issuing from a rose-burner, 
as shown in Fig. 10 (p. 35). 

14. Cleaning Apparatus.—It is indispensable to the 
success of an analyst that all glass and porcelain appa- 
ratus should be scrupulously clean before being used. 

Test-tubes, beakers, and porcelain dishes are washed 
in a stream of tap-water by using the test-tube cleaner 
(Fig. 23 6). Sometimes a little hot hydrochloric acid is 
requisite to remove stains, and occasionally it is neces- 
sary to heat a little strong sulphuric acid in a vessel in 
order to cleanse it from grease or other impurities; a 
little hot caustic potash or ammonia may also often be 
used with advantage. In fact in removing a substance 
from a vessel to which it strongly adheres, the student 
should always consider what the substance is and then 
remove it by a liquid in which it is easily soluble. Each 
article, after having been well washed and rinsed with 
tap-water, should be placed upside down in the small 
wicker basket to drain, or, if required for im- 
mediate use, should be rinsed out with a little 
distilled water. It should be borne in mind 
that apparatus must be washed as soon as pos- 
sible after use, as after standing the surface is 
usually much more difficult to cleanse. The 
brush must be cautiously moved as it reaches 
the bottom of a test-tube, since as the glass is 
very thin the brush is easily pushed through it. 

Test-tube Brush.—It will be found that the 
piece of sponge at the end of the test-tube 
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cleaner (Fig. 23a) is not well adapted to cleanse the 
bottom of test-tubes and boiling tubes. A much more 
efficient end is given to the brush by removing the sponge 
and bending back the end of the wire stem upon itself at 
a point just above where the hairs commence (Fig. 23 6). 
By slightly curving the part of the stem carrying hairs, 
the brush will better adapt itself to curved surfaces such 
as those of porcelain dishes. 

Test-tubes, whilst in use, are placed in the test-tube 
stand; boiling tubes may be supported in the wicker 
basket, or in a specially made stand. When washed 
they should be placed to drain mouth downwards in the 
wicker basket. 

Glass funnels should have their narrow stems cut off 
to within about half an inch from the shoulder; the 
sharp outer edge must then be removed by rubbing it 
with the face of a triangular file. The inside of the 
narrow neck is best cleaned by washing it with a com- 
mon tobacco-pipe cleaner, inserted from the shoulder of 
the funnel so as not to cut the hairs by the edge at the 
other end of the neck. 

15. Platinum foil and wire are cleansed by boiling 
them in hydrochloric acid, and rinsing off the acid with 
water ; the wire should then be strongly heated for some 
time in the blowpipe flame until, on being dipped into 
pure strong hydrochloric acid, it no longer colors the 
Bunsen flame. If the tip of the wire cannot be thus 
cleansed it should be cut off. 

Commercial platinum often contains Barium, and the 
wire made from it therefore gives a green color to the 
flame ; such wire is useless for flame coloration tests and 
for spectrum analysis. 

It is best to keep the foil or wire in a small beaker 
or dish, containing strong hydrochloric acid diluted with 
sufficient water to prevent it from fuming; the platinum 
will thus be ready for use after having been rinsed with 
water. 

16. Before putting by apparatus it should be made a 
rule to wash all glass and porcelain which is not in 
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actual use, and place it in the wicker basket to drain ; 
the basket is put away with its contents. 

All iron apparatus should be carefully dried, and 
must be kept in a dry place to prevent rusting. On no 
account must metal apparatus be kept in the wicker drain- 
ing basket. 

17. Heating Glass and Porcelain—A few general 
precautions should be observed in heating glass and por- 
celain vessels, to guard against cracking them. 

A vessel containing a liquid must never be heated by 
the flame above the level of the liquid inside. 

A dry hot vessel must be allowed to cool before pour- 
ing in any liquid, or placing it on a cold surface. See 
also (18, 19). 

18. Porcelain dishes are generally used for boiling 
liquids ; they are supported on a tripod or retort-stand, 
and may be safely heated by the naked flame. Porce- 
lain crucibles are used for containing solid bodies which 
are to be strongly heated ; they are supported on a pipe- 
clay triangle placed upon the ring of a retort-stand or 
upon a tripod-stand: the flame should not be allowed to 
play steadily at once upon the bottom of the crucible so 
as to heat it suddenly, but should be constantly shifted 
by moving the burner, until the porcelain is hot. The 
crucible should also be allowed to cool slowly on the 
triangle, as contact with a cold body is very apt to crack 
it: the crucible and its cover whilst hot are handled by 
the crucible tongs. 

19. Glass vessels require to be heated more cautiously 
than porcelain: a Jarge naked flame must never be 
allowed to play for any length of time on any one part 
of the glass surface. In heating a test-tube or boiling 
tube, this “local heating” is prevented by holding the 
tube obliquely with the lower part in the flame (Fig. 1) 
and moving it gently up and down, or by constantly 
turning it round on its axis. Test-tubes are too narrow 
for boiling liquids in, the liquid being very apt to boil 
over. Small quantities may be boiled and larger quan- 
tities heated short of boiling in a test-tube, but the 
broader “ boiling tubes” are best suited for this purpose. 
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Large glass flasks, such as the washi-bottle, are most 
safely heated by placing them on a piece of wire gauze 
on a tripod-stand (Fig. 10, p. 35), and heating with a 
rose-burner ; in some laboratories a sand-bath is avail- 
able, the flask is then heated by being placed on the 
surface of hot sand. ‘Test-tubes, if not full of liquid, 
can be held by the neck whilst being heated, if the tube 
be held obliquely so that the fingers are not over the 
flame. All risk of burning the fingers is avoided by 
bending round the neck of the tube a slip of folded 
paper or of leather, and pinching the ends together close 
to the tube. 
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SECTION III. 
ANALYTICAL OPERATIONS. 


THE student, before commencing the analytical reac- 
tions, raust become familiar with the operations which 
are constantly employed in Analytical Chemistry. The 
processes will be most readily and perfectly understood 
by reading the following descriptions, and performing 
the experiments given in illustration of them. 

20. Solution.—Many solid substances, if stirred or 
shaken with water, gradually “ dissolve” in that liquid ; 
salt and sugar may be mentioned as examples. Other 
liquids may be employed instead of water, and if they 
cause the solid substance immersed in them to partially 
or entirely become liquid and mingle uniformly with the 
liquid, they are said to “ dissolve” the solid, the liquid 
thus obtained being called a “solution” of the solid, 
and the liquid which dissolves the solid being termed 
the “solvent.” Thus water, when shaken with sodium 
chloride (common salt), dissolves it, yielding solution of 
sodium chloride, and water is therefore called a solvent 
for sodium chloride. Further, a solid which dissolves 
in a liquid is said to be “soluble” in that liquid ; if it 
does not dissolve it is said to be “ insoluble.” 

The process of solution is more rapid when the solid 
substance is employed in the state of powder than when 
it is in large lumps, since a larger surface of the sub- 
stance is thus exposed to the solvent by the powder ; it 
is also much hastened by heating the solvent, which 
causes a more rapid circulation of the liquid over the 
solid, and also frequently increases the solubility of the 
substance. 

Two kinds of solution may be distinguished. “ Sim- 
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ple solution” occurs when a substance dissolves in a 
liquid without alteration in composition, the solution 
possessing therefore the taste, color, and other general 
properties of the solid, and y ielding again the solid sub- 
stance when the solvent is removed by “evaporation.” 
Solution of sodium chloride in water is an example of a 
“simple solution.” - 

“Chemical solution,’ on the other hand, is always 
attended by a chemical change in the substance td be 
dissolved, and since the solution therefore contains a 
substance differing in composition from the undissolved 
solid, the properties of the solution are usually not the 
same as those of the undissolved solid, and on removing 
the solvent by evaporation, the original substance is not 
obtained. 

In dissolving solid substances in liquids, test-tubes, 
porcelain basins, or small glass flasks are generally em- 
ployed. 

Exp. 33.—Place a piece of potassium nitrate (nitre) 
in-a small clean beaker, fill the beaker one-third with 
water,* and stir the solid about in the water with a glass 
rod; the potassium nitrate will slowly dissolve in the 
water ; if the liquid be heated in the Bunsen flame, the 
solution will be much more rapidly effected. Powder 
another piece of potassium nitrate by crushing it and 
then rubbing it in a mortar with the pestle; place this 
powder in a test-tube, pour in water, and heat the bot- 
tom of the test-tube; the potassium nitrate will dissolve 
much more rapidly than before, showing that solution is 
accelerated by powdering the solid and employing heat. 
Keep these solutions. 

Exp. 34.—Powder a little copper sulphate (blue 
vitriol) in a mortar, place it in a small porcelain dish, 
half fill the dish with water, and heat it on a tripod or 
retort-stand. The blue copper sulphate dissolves, yield- 
ing a blue solution. Keep this solution. 

These two experiments are both examples of “simple 


* Here, and in all subsequent cases, water must be understood to 
signify distilled water. 
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solution.” Exp. 33 shows that a colorless solid gives a 
colorless solution. Exp. 34 proves that a colored solid 
gives a colored solution. ‘This is generally true, and 
hence we can often infer the presence or absence of a 
colored substance in a solution by merely noting the 
color of the liquid. Moreover, if a drop of the potas- 
sium nitrate solution be tasted, it will be found to possess 
the same taste as the solid; chemists occasionally rely 
upon taste, as upon color, when examining “simple solu- 
tions.” 

Exp. 35.—Place in a test-tube a few small pieces of 
calcium carbonate (marble or chalk), pour upon them a 
little water and heat the tube; the calcium carbonate 
will be found to be “insoluble” in the water. Add to 
the water some hydrochloric acid, ‘ effervescence,” or 
escape of numerous small bubbles of gas, will occur ; 
the pieces-of calcium carbonate will meanwhile slowly 
diminish in size, and will at last entirely disappear in 
the liquid if sufficient acid is added.. 

Exp. 36.—Place in a test-tube a few small pieces of 
copper; on warming these with a little water they remain 
undissolved, but on adding to the water some nitric acid 


and heating, the copper slowly dissolves, giving off red 


fumes, and will be entirely dissolved if sufficient nitric 
acid is employed. 

Experiments 35 and 36 are examples of “chemical 
solution ;” the calcium carbonate is changed by the hy- 
drochlorie acid into calcium chloride, and this substance, 
not the calcium carbonate, remains in solution, The cop- 
per is changed into copper nitrate, which is then dis- 
solved by the water. It will be noticed that in both 
these cases a gas is given off; this is a very usual, but 
not a universal, effect during “chemical solution ;” the 
distinguishing fact is that the solid substance which is to 
be dissolved has undergone a chemical change in the act. 
of passing into solution. 

21. Evaporation —When it is wished to obtain a 
substance, which is dissolved in a liquid, in the solid 
condition, the liquid is boiled away as vapor, or “evap- 
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orated ;” the solid substance is then left behind in the 
vessel. 

Exp. 37.—Pour the potassium nitrate solution from 
Exp. 33 into a porcelain evaporating basin, place the 
basin on a tripod-stand, and boil it over the Bunsen 
flame until the water has been nearly boiled away, then 
make the flame smaller, and heat until the water has 
quite disappeared ; the solid potassium nitrate is left in 
the dish. 

In evaporating a solution a small flame or a rose- 
burner should always be used towards the end of the 
process, and the flame should be moved about if neces- 
sary, else some of the substance will spirt out of the 
dish. 

Often a part only of the liquid is evaporated for the 
purpose of “concentrating” the solution (i.e., making it 
stronger by removing a portion of the solvent) <A 
solution, when sufficiently concentrated, will often form 
“crystals” of the dissolved substance if allowed to stand 
till cold. 

Exp. 37 a.—Concentrate the copper sulphate solution 
made in Exp. 34, and allow it to cool; if sufficient 
water has been evaporated, it will form crystals. Keep 
the copper sulphate in the dish. 

22. Precipitation—Two perfectly clear and trans- 
parent solutions, on being mixed together, often become 
more or less turbid and opaque, owing to a solid insolu- 
ble substance being formed in the liquid. A solid sub- 
stance so formed in a liquid is called a “ precipitate.” 

Exp. 38.—Pour into a test-tube some barium chloride 
solution, and then some ammonium carbonate solution ; a 
white precipitate is formed owing to the production of 
insoluble solid barium carbonate. Keep this test-tube 
with the precipitate. 

In the above instance barium chloride and ammonium 
carbonate separately dissolve easily in water, but if their 
solutions are mixed they yield by a chemical change two 
different substances,—ammonium chloride and barium 
carbonate; the former of these dissolves in water, but 
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the latter (like common marble) is insoluble, and there- 
fore remains as a fine powder in the liquid. 

Substances are very frequently removed or separated 
in analysis by thus causing them to form insoluble com- 
pounds or precipitates with other substances which are 
added for the purpose. 

In producing a precipitate care must be taken that 
the two solutions are well mixed; this mixture may be 
effected by closing the mouth of the test-tube with the 
thumb and several times inverting it, or often by simply 
warming the bottom of the test-tube in the flame; mix- 
ture may also be effected by stirring with a glass rod or 
by pouring the liquid from one vessel to another; the 
last three methods are to be used when the liquid present 
is corrosive, and therefore must not be allowed to touch 
the skin. A precipitate which does not form readily is 
often caused to appear more rapidly on thoroughly mix- 
ing or agitating the liquid by the above means, or by 
heating it. 

Precipitates produced with different substances differ 
much in appearance and properties ; hence we frequently 
form a precipitate to show the presence of a substance or 
to separate one substance from another. Substances 
thus added to produce precipitates are called “reagents.” 

The appearance of a precipitate is usually. described 
by its color and its condition; it is “flocculent” if it 
forms in flocklike masses, “crystalline” if in small par- 
ticles which are seen to be crystals under a lens or 
microscope, “gelatinous” if jelly-like, ete. A slight 
precipitate causes only a “ turbidity” in a liquid. 

The color of a precipitate or liquid is often invisible 
or falsified by gaslight; if the color is to be seen at 
night, it should be examined with the light produced by 
a piece of burning magnesium ribbon. 

Occasionally solid substances are used to produce pre- 
cipitates ; thus one metal is not unfrequently precipitated 
from its solution by immersing in the liquid another 
metal. 

Exp. 39.—Dip a clean penknife blade into some of 
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the copper sulphate solution left from Exp. 37a, to 
which a few drops of sulphuric acid have been added ; 
after a short time the metal copper is precipi- 
tated from its solution, and covers the iron 
as a red film. 

23. Filtration and Decantation.—It is fre- 
quently necessary to separate a precipitate from 
the liquid in which it is suspended. This is 
effected either by filtration or decantation. 

23 a. Filtration is performed by pouring 
the liquid containing the precipitate upon some porous 
paper; the liquid itself runs through the pores of the 
paper, but the solid particles of the precipitate cannot 
pass through, they remain on the surface of the paper. 
The paper employed is called “ filtering-paper,” and the 
liquid which runs through is termed the “ filtrate.” A 
filtrate may frequently be colored by some substance 
dissolved in it, but it must always be perfectly clear and | 
free from turbidity caused by solid particles suspended 
in it. 

Exp. 40.—Measure a glass funnel from its shoulder 
to its edge along the sloping side (Fig. 24), cut a square 
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of filter-paper whose edge is rather less than double this 
length, fold it across first along the dotted line (Fig. 
25 a), then again as shown by the dotted line in Fig. 
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25 6; this gives a square (Fig. 26 c) which at one angle 
has four free corners, these are removed by cutting with 
a pair of scissors along the curved dotted line shown in 
Fig. 25¢; the “filter” is now made and merely re- 
quires to be opened; by separating the edges, formed 
by cutting off the corners, so that they form a circle, 
three remaining on one side of the circle and one on the 
other, a little closed pointed paper bag is formed (Fig. 
25 d); this is gently pressed with dry fingers into the 
dry funnel, and the folding altered if necessary till it 
fits tightly into the glass; it is then moistened all over 
with a little water from the wash-bottle, and is ready 
for use. 

The preliminary moistening of the filter-paper must 
not be neglected, since if the liquid and precipitate are 
poured upon a dry filter, some particles of the precipi- 
tate get between the fibres, which then swell by the wet- 
ting, inclosing the solid particles and stopping the pores 
of the filter. 

As an example of the process of filtration, the barium 
carbonate precipitate obtained in Exp. 38 may be filtered 
off. Pour the liquid containing the precipitate upon the 
filter, the funnel being placed with its neck in a test- 
tube, and the test-tube being supported in a test-tube 
stand (Fig. 26); care must be taken 
that the inside of the upper part of the 
test-tube is not wetted, else the space 
between the neck of the funnel and the 
inside of the tube is liable to become 
filled with liquid, and the egress of air 
being thus prevented the filtration is 
stopped. The funnel might also be sup- 
ported upon the ring of a filter-stand, 
and the filtrate be received in a small 
beaker instead of in a test-tube. Take great care not 
to let the level of the liquid in the funnel reach the 
upper edge of the filter-paper. If the above directions 
have been carried out, and no hole has been made in the 
paper whilst preparing the filter, the filtrate will run 
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through perfectly clear, leaving the barium carbonate on 
the filter. Keep the funnel, filter, and precipitate. 

Circular filters can be purchased ready cut, and only 
requiring to be folded twice to be ready for use. ‘The 
filter must always be of such size that when placed in 
the funnel its edge is below the rim. Sometimes the fil- 
trate runs through turbid; it can then usually be made 
quite clear by passing the whole, or the first portions, of 
the filtrate once or twice again through the same filter; 
but with many precipitates a double filter should be 
used, a double filtration being thus performed in one 
operation. 

It should be borne in mind that hot liquids run 
through a filter much more quickly than cold, hence, if 
not inadmissible for other reasons, a solution should 
always be boiled before being filtered. 


Note.—Common filter-paper contains a little calcium-carbonate, 
which is of no importance in ordinary analyses, and is only objec- 
tionable when a substance has to be examined for traces of calcium. 
To remove this impurity in special analyses, the filters are moist- 
ened in a funnel with dilute hydrochloric acid, and then well 
washed with distilled water. 


23 b. Decantation.—Precipitates which settle rapidly 
and completely in the liquid in which they are formed 
may frequently be separated from that liquid without 

the use of a filter. The 
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at rest until the precipi- 
tate has completely set- 
tled, and the liquid is 
then carefully poured off 
(*‘ decanted”) by allow- 
ing it to run gently down 
a wetted glass rod which 
is pressed against the 
edge or lip of the vessel (Fig. 27), the precipitate 
being left in the vessel. This process, if carefully per- 
formed, effects a fair separation of heavy precipitates. 
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The precipitate obtained by adding sulphuric acid to 
some boiling solution of barium chloride may be sepa- 
= by decantation. Keep the precipitate in the test- 
tube. 

24. Washing Precipitates—A_ precipitate which has 
been filtered from the liquid in which it was suspended 
has often to be washed until perfectly free from the liquid 
adhering to it ; this “ washing” is performed as described 
under 24a if the precipitate has been separated by fil- 
tration, and by 246 if by decantation. 

24a. Exp. 41.—Support the funnel, which contains 

the filter and barium-carbonate precipitate from Exp. 
40, with its neck in a beaker or flask, and with the 
wash-bottle blow ina fine stream of hot distilled water, 
so directed by moving the jet with the fingers as to stir 
up the precipitate well; in this way fill the filter to 
within a short distance from its edge ; Jet this water run 
through perfectly, then nearly fill the filter again in the 
manner just described, and repeat this process two or 
three times, letting the.Jiquid run through perfectly each 
time before putting in a fresh quantity; the water run- 
ning through from the third or fourth washing will usu- 
ally be quite tasteless, and the precipitate and filter will 
be freed from everything which dissolves in water. 
Boiling, or at least hot, water should always be used for 
washing purposes, as the process is thus rendered much 
more rapid. 
_ 246. Washing by Decantation.—Heavy precipitates, 
after having been separated from liquids by decantation, 
are washed also by the same process. The precipitate is 
shaken or stirred with distilled water, then allowed to 
settle; when the water has become quite clear it is 
poured off (236). By several times repeating this wash- 
ing process with addition of fresh portions of distilled 
water, the precipitate may be entirely freed from adher- 
ing solutions. 

The precipitate of barium sulphate remaining in the 
test-tube from the experiment at the end of 236 may be 
thus washed by decantation. 

4 


62 REMOVAL FROM THE FILTER. [25, 26. 


25. Drying Precipitates—A precipitate is often re- 
quired in a dry condition after it has 
been filtered off and washed. It is 
dried on the filter and in the funnel by 
placing the funnel in a hollow tin cone 
or cylinder (filter-dryer, Fig. 28), and 
supporting this on a piece of wire 
gauze upon a tripod-stand over the 
flame of a rose-burner turned very low; 
or the filter-dryer may be placed on a 
gently heated sand-bath. The funnel 
is thus heated by the current of hot 
. air, and rapidly dries the filter and 
precipitate. Great care must be taken to regulate the 
heat and watch the process, so as not to burn the filter. 

A more rapid method of drying the precipitate consists 
in spreading the filter, after having allowed it to drain 
for a time, upon a piece of wire gauze supported on a 
tripod-stand; a small flame from a rose-burner is then 
placed beneath the gauze, and the filter carefully watched 
to avoid burning it. 

26. Removing Precipitates from the Filter—When a 
small quantity of a moist precipitate has to be taken from 
a filter to test its behavior or closely examine its appear- 
ance, it is most readily removed by dipping the end of a 
glass rod into the precipitate; by touching a watch-glass 
or the interior of a test-tube with the end of the rod, a 
small quantity of the precipitate is deposited for examina- 
tion. 

If the precipitate is to be removed from the filter as 
completely as possible several methods are available; one 
or other must be chosen according as circumstances 
render it suitable. 

a. The bottom of the filter may be pushed out through 
the neck of the funnel with a glass rod, which is small 
enough to pass easily through the neck (11 @), and the 
precipitate may then be washed down with a fine stream 
of water or other liquid from the wash-bottle into a 
vessel beneath. 


b. Without breaking the filter the funnel may be held 
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with its neck horizontal, and the rim just inside the 
edge of a porcelain dish (Fig. 29), the precipitate is then 
washed out by directing a fine stream of water from a 
wash-bottle against the sides of the filter. 

e. The filter and precipitate are allowed to stand for 
some time, so as to drain off as much water as possible; 
the filter is then carefully taken out 
of the funnel, partially dried if neces- 
sary by laying it upon several folds 
of filter-paper, and after removing the 
portions of the paper which contain 
no precipitate (more particularly the 
empty fold)* it is spread out inside a 
porcelain dish; the liquid with which it is to be treated 
is poured upon it, and by shaking the dish so as to 
cause the liquid to move round and round, and occa- 
sionally carefully stirring the precipitate with a glass 
rod, the precipitate is washed off the paper without tear- 
ing the latter to pieces. The paper is then carefully re- 
moved by a glass rod. 

d. If it is undesirable to add a liquid to the precipi- 
tate upon the filter, the filter and precipitate, after 
draining for a short time, are removed from the funnel, 
the filter is spread out upon a flat piece of glass and the 
precipitate carefully scraped off with a knife, or better 
with a small patel: If the precipitate is required dry, 
the filter after removal from the funnel may be care- 
fully opened and spread upon several thicknesses of 
filter-paper to drain. When there is a large quantity of 
the precipitate a sufficient quantity may be removed on 
the end of a spatula or knife without taking the filter 
out of the funnel. This method is usually the most 
imperfect, but is frequently the best for other reasons. 

e. A precipitate has sometimes to be dissolved off the 
filter; the hot a used as a solvent eg then be 


* Filters may be made without this fold, by cutting one of the 
round papers (Fig. 25d) through across one of the folded diame- 
ters, bringing the cut edges together, and sharply folding them 
over several times, pressing them with the nail; if properly made, 
such a filter is perfectly impervious to the precipitate. 
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poured upon the precipitate ; it will run through the filter 
into a vessel below, taking with it the precipitate in solu- 
tion: the liquid should be heated again and once more 
poured upon the precipitate, if the latter is not entirely 
dissolved ; this reheating and returning of the liquid to 
the filter should be continued as long as anything is dis- 
solved ; any remaining portion of the precipitate must 
then be removed by a little fresh solvent. 

| f. A precipitate, if in small quantity, may also be 
(rinsed off the filter with the liquid with which it is to be 
treated or dissolved. The funnel is placed with its neck 
in a test-tube, the liquid is poured into the filter from 
another test-tube, and the precipitate is quickly stirred 
up with the liquid with a glass rod thin enough to pass 
down through the neck of the funnel ; the bottom of the 
filter is then pushed out through the neck by the glass 
rod, and the liquid carrying most of the precipitate will 
run through; if some of the precipitate remains on the 
filter, the same liquid is poured through the filter again 
into the other tube, and by thus pouring backwards from 
one tube to another all the precipitate may be removed. 

Note.—The greater part of the precipitate may often be*removed 
by a clean knife or spatula, and the remainder by some one of the 
foregoing methods. 

Exp. 42.—Remove the precipitate of barium carbo- 
nate remaining from Exp. 41 from the filter by one of 
the above processes, using hydrochloric acid as a solvent 
for method e. 

27. Ignition.—Solid substances occasionally require to 
be heated strongly or “ignited.” This process of igni- 
tion is employed with various objects. 

1st. In order to see what effect strong heat has upon 
a substance, since by this means we can frequently detect 
its composition. For this purpose we use small tubes 
made from hard glass tubing (10). 

Exp. 43.—Heat a little mercuric oxide in a small 
tube of hard glass; after a short time minute shining 
drops of the metal mercury will be seen on the upper 
part of the tube, and if then a small splinter of wood 
with a spark at its end be held in the tube, it will burst 
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into flame. The behavior of this red powder on being 
“ionited,” therefore, shows it to contain the elements 
of mercury and oxygen. 

Substances are often heated on platinum foil with the 
same object. 

2d.—Ignition is also used as a means of separating 
from a solid mixture certain substances which are “ vol- 
atile,’ or which, when heated, change entirely into 
vapor; these are driven off by heat from other sub- 
stances, which are “ non-volatile” (¢. ¢., can be strongly 
heated without changing into vapor), and which, there- 
fore, remain behind. 

Exp. 44.—Heat a small piece of ammonium chloride 
on a strip of platinum foil held in the flame by crucible 
tongs; the ammonium chloride, being volatile, will give 
off white fumes, which are best seen by removing it from 
the flame for an instant, and the solid substance will 
slowly disappear or “ volatilize.” 

Heat in the same way a small piece of potassium 
chloride ; this will melt, but will not disappear, since it 
is only slightly volatile. It will become solid again on 
cooling. 

Hence, if we had a mixture of ammonium chloride 
and potassium chloride, and wanted to obtain the potas- 
sium chloride alone, we should strongly heat the mix- 
ture for some time, when the ammonium chloride would 
be removed as vapor, leaving the potassium chloride 
behind. 

28. Sublimation is the process of heating solid sub- 
stances and converting them into vapor, then cooling 


this vapor so as to “condense” it, or render it solid 


again. A volatile substance may thus be obtained free 
from other substances which are not volatile or only 
slightly so. 

Exp. 45.—Heat a small piece of ammonium chloride 
in a tube of hard glass closed at one end and two or 
three inches in length; it changes into vapor, which 
again cools into solid ammonium chloride on the upper 
part of the tube. This is an example of the process 
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called “sublimation,” and the solid substance at the 
upper part of the tube is a “ sublimate.” 

29. Fusion.—Substances are often melted or “fused”’ 
together to cause certain chemical changes to occur be- 
tween them. This melting or “fusion” is performed 
sometimes on platinum foil, but often in porcelain or 
platinum crucibles. For fusion in a crucible an intense 
heat is often requisite; this may be obtained by using 
the blowpipe flame, but the Bunsen flame will usually 
suffice if the crucible be surrounded by the conical filter- 
dryer (Fig. 28, p. 62) which steadies the flame and creates 
a draught. 

Exe. 46.—Place upon a slip of platinum foil with 
bent-up edges, a mixture of powdered sodium carbonate 
and potassium nitrate, then a very small quantity of 
manganese chloride; hold the foil with crucible-tongs 
in the top of the Bunsen flame, or heat the under surface 
of the foil with the blowpipe flame. The mass will melt 
or fuse; it is kept in a melted state for a short time, and 
then allowed to cool, when a bluish-green mass is ob- 
tained. The production of this color is due to the pres- 
ence of sodium manganate formed by the fusion; this 
peculiar color on fusion with sodium carbonate and po- 
tassium nitrate is produced only when manganese is 
present, and is, therefore, a test for that element. 

30. Use of the Blowpipe.—The blowpipe is used, as 
already explained (4), to obtain an intensely hot flame, 
which may be made to play in a convenient direction 
upon any substance to be heated; it is very useful for 
analytical purposes, since by its skilful use the composi- 
tion of an unknown substance, when ascertained by 
other means, can usually be confirmed ; and with many 
substances (especially minerals) a complete, or at any rate 
sufficient, analysis can be made by the blowpipe alone. 
The way in which the flame is obtained has been already 
explained (4). 

In a well-formed blowpipe flame two parts may be 
distinguished ; the “inner fiame,” which is blue and 
pointed, and around and beyond this an almost colorless 
flame, “the outer flame.” The inner flame is often called 
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the “reducing or deoxidizing flame,” because it separates 
er “reduces” metals from their oxides and compounds, 
and in general “ deoxidizes” substances ; the outer flame 
is also known as the “ oxidizing flame,” because it changes 
metals into their oxides, and “ oxidizes” many other 
substances. These two flames also produce other dis- 
tinctive effects. 

The “inner flame” is best obtained of large size by 
placing the tip of the blowpipe nozzle only in the very 
edge of the flame, or even just outside it; the “outer 
flame” is best obtained by putting the nozzle much 
further into the gas flame. It may also be noted that 
the “reducing flame” is furnished most readily by the 
luminous gas flame ; the “oxidizing flame” is most easily 
and perfectly formed from a Bunsen flame which con- 
tains some air, and which is obtained by either leaving 
the air-holes at the foot of the burner entirely open or 
by only partially closing them. 

There are several purposes for which the blowpipe is 
employed in analytical chemistry with which the stu- 
dent should become quite familiar; the following ex- 
periments will exemplify the most important of them. 

31. Exp. 47.—Borax Bead.—Place a little borax, 
which has been finely powdered in a mortar, upon a 
watch-glass; moisten the loop of a piece of mounted 
platinum-wire (12) with water or in the mouth, and dip 
it into the powdered substance, then hold the loop with 
the adhering powder in the blowpipe flame until the 
borax melts; if this is insufficient when melted to form 
a bead which fills the loop, dip the loop with the melted 
substance upon it again into the powder, more powder 
will adhere and may be melted in the flame; in this way 
powder is to be constantly added until when held in the 
flame a liquid drop or bead is produced which com- 
pletely fills the loop. This bead must be perfectly col- 
orless and transparent on cooling. Keep the bead on 
the wire. 

If the melted bead easily drops from the wire, either 
the loop or the bead is too large and must be lessened in 
size. The most convenient sized loop is one which is 


68 BORAX BEAD. [31. 


rather less than one-eighth of an inch across; it is best 
made by rolling the tip of the wire round a piece of 
stout iron wire. Ifthe bead is too large, remove a por- 
tion whilst it is in a fused condition by giving the wire 
a sudden jerk. 

Certain substances when melted in this bead color it, 
and as a rule the color produced by each of these sub- 
stances has some characteristic tint or peculiarity. The 
color of the bead should be examined after it has been 
heated, first in the outer and then in the inner flame, 
and must be noted both hot and cold. If the bead ap- 
pears opaque, on account of too much of the coloring 
substance having been introduced, it can generally be 
made transparent by shaking off some of the fused borax, 
or by flattening the fused bead by gently squeezing it 
between a small pair of pincers. 

Exp. 48.—Moisten the clear cold borax bead and dip 
it into some powdered ferrous sulphate, thus taking up 
very little of the powder upon it; then heat the bead and 
substance for a short time in the tip of the outer blow- 
pipe flame, and examine the color of the bead by looking 
through it at a piece of white paper or at a window 
light; it will be reddish-brown whilst hot, but the color 
will become lighter on cooling; now heat the bead again 
for some time in the tip of the inner blowpipe flame, its 
color will be changed to green. These two colors, 
shown by the borax bead in the outer and inner blow- 
pipe flames respectively, characterize the metal iron. 

The borax bead is best detached from the wire whilst 
it is melted by giving the wire a sudden jerk; it may 
also be removed after cooling by crushing it on a hard 
flat surface by a sharp blow with the pestle. The wire 
when not in use should be kept in dilute hydrochloric 
acid. Should it not be perfectly clean after washing off 
the acid, the simplest method of cleansing it is to make 
a fresh bead upon the loop and jerk it off whilst melted, 
this will usually remove all impurity. A borax bead 
must never be used for these purposes until it has been 
found to be perfectly colorless, both hot and cold, when 
heated in the outer blowpipe flame. If the first bead 
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which is made in the loop is tinted with any color, it 
must be jerked off whilst fused and another bead formed 
with fresh borax, this being also thrown off and replaced 
if not quite free from color; this process is to be re- 
peated until the bead is obtained perfectly clear and 
colorless. 

32. Flame Colorations.*— Many substances give a 
characteristic color to the flame. The blowpipe flame 
is often employed to obtain these colors; an ordinary 
Bunsen flame, however, although it does not give the 
colors quite so promptly and intensely, answers the pur- 

se well. 

The flame best suited for this purpose is obtained by 
surrounding the Bnnsen flame with a coni- 
eal chimney, reaching about two-thirds of any 

the height of the flame (Fig. 30), and aes 
then so regulating the supply of air enter- iw 
ing into the air-holes that a small lumin- St 
ous point appears near the top of the ; 
flame ; the platinum wire is held either in 
or just above this luminous tip. A filter- 
dryer also forms a very good chimney, 
being supported just-above the foot of the 
burner on a wire tripod, which may be made by bend- 
ing down the ends of a pipeclay triangle. 

Exp. 49.—Hold a loop of platinum-wire in the inner 
blowpipe flame; if the wire is clean it will become red- 
hot without coloring the flame. If it colors the flame, 
clean the wire by boiling it with hydrochloric acid in a 
test-tube and then rinsing well with water; or by moist- 
ening with strong hydrochloric acid, and heating strongly 
in the blowpipe flame until it no longer colors the flame. 
If it cannot be thus cleansed, cut off the end. Now 
moisten the wire and dip it into a little powdered sodium 
chloride, or dip the loop into some sodium chloride dis- 
solved in water so that when removed a drop of the so- 
lution remains in the loop; then hold the loop at the tip 
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* For a more detailed and exact description of flame-tests, see 
Bunsen’s paper in the Philosophical Magazine for 1867. 
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of the inner blowpipe flame, the outer flame will be col- 
ored bright yellow. Repeat the experiment, placing the 
moistened loop in the upper and outer part of the Bunsen 
flame, the same yellow tint will be obtained. This yel- 
low color is given only by sodium and its compounds. 

Remove all sodium chloride from the platinum-wire 
loop, by heating it strongly in the tip of the blowpipe 
flame until it ceases to impart any color to the flame. 
Then dip the wire into some potassium chloride solution ; 
this will give to the flame a pale violet color, which is 
characteristic of potassium and its compounds. 

As will be seen subsequently, the examination of flame 
colorations, aided by the use of colored glasses, and of a 
hollow glass prism filled with indigo solution, is of great 
use in ordinary analysis. 

Exp. 49 a.—Look at the yellow flame coloration pro- 
duced by sodium chloride, through a piece of cobalt glass, 
or through the indigo prism, no yellow color will be 
visible. Now dip the wire-loop into a mixture of a few 
drops of sodium chloride and potassium chloride solu- 
tions ; when held in the flame only the sodium coloration 
is seen, but through the blue glass or prism the potas- 
sium is seen to produce a red flame coloration. By means 
of the blue glass or prism then potassium is discoverable 
in the presence of sodium, by which its presence is other- 
wise masked, 

By far the most perfect method of examining flame 
colorations, more especially for the rarer elements or for 
mere traces of the more common ones, is by the use of the 
spectroscope ; every advanced student should make him- 
self familiar with the use of this instrument, at least in 
its simplest and smallest form. A paper on the use of 
the spectroscope for qualitative analysis will be found in 
the appendix; this is well worthy of the attention of 
senior students. 

It is well to keep two platinum wires, one to be used 
for borax beads and the other for flame colorations, since a 
loop which has been used for borax colors the flame yellow. 

33. Ignition on Charcoal in the Blowpipe Flame.— 
Common wood charcoal forms a very useful support for 
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substances which are to be heated in the blowpipe flame. 
It cannot itself be melted, it conducts heat very badly, 
and possesses other properties which render it peculiarly 
adapted for ignitions. It is, if necessary, sawn into small 
pieces of the required shape and size, with a fine-toothed 
saw. ' 

Ignition on charcoal serves chiefly to detect the pres- 
ence of metals; the substance for this purpose is heated 
either alone or mixed with certain other substances (usu- 
ally sodium carbonate and potassium cyanide) in the 
inner blowpipe flame; globules or scales of the metal 
are thus frequently produced, also in many cases the ox- 
ide of the metal forms a characteristic coating or “ in- 
crustation ” on the charcoal ; an examination of the color 
and properties of the metal, or inerustation, or of both, 
will frequently lead to the detection, or confirm the pres- 
ence, of some metal. Charcoal is apt to leave a white 
ash when heated alone in the blowpipe flame; this must 
not be mistaken for an incrustation. A powder fre- 
quently requires to be moistened with water before being 
heated by the blowpipe flame, in order to prevent the 
flame from blowing it off the charcoal. 

Exp. 50.—Choose a piece of wood-charcoal free from 
large cracks, scoop out a small hollow near one end with 
a knife, and in the hollow 
place a small quantity of a Br. 5h 
mixture of powdered lead : 
acetate and sodium carbo- 
nate (or potassium-oxalate). 
Heat this mixture in the 
inner blowpipe flame, hold- 
ing the charcoal in such a 
way that the rest of the 
flame plays over its surface 
(Fig. 31). After continuing 
the heating for some time, 
bright globules of lead will be seen in the cavity, and 
on removing the charcoal from the flame, the surface 
round the cavity will be found to be colored witha yellow 
“inerustation.” If one of the little globules of metal 
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be then taken off the charcoal with the point of a pen- 
knife, and be struck smartly with a pestle on the bottom 
of a mortar turned upside down, it will flatten out into 
a cake, showing that the metal is “malleable,” not 
“brittle.” The metal lead is the only metal which gives 
a yellow incrustation and malleable globules; this test 
therefore serves to detect its presence. 

33 a. The melted mass left on the charcoal after fusing 
a metallic salt with sodium carbonate is best examined 


Fig. 32. 


for metallic powder or scales by detaching it from the 
charcoal with the point of a penknife, then crushing it 
in an agate mortar or in a watch-glass with a little 
water ; on stirring and quickly decanting the water down 
a wet glass rod or pestle held against the edge of the 
vessel (Fig. 32), the metallic powder, if present, will be 
left ; by repeating this process of “ levigation,” the metal 
is obtained free from soluble substances and charcoal ; it 
may then be further examined by a lens or magnet. A 
mixture of copper sulphate with sodium carbonate, when 
heated on charcoal and “levigated” as directed above, 
will furnish little red scales of copper; a mixture of 
ferrous-sulphate and sodium carbonate will yield a gray 
powder consisting of metallic iron, which, when touched 
with the pole of a magnet, will become attached to it. 

34. Use of Test-papers.—Certain vegetable colors un- 
dergo remarkable changes when acted upon by chemical 
substances. Some of these are used for analytical pur- 
poses ; the following experiment will explain how they 
are made use of. 
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Exp. 51.—Boil some pieces of a common red pickling 
cabbage-leaf in water; a blue liquid will be produced. 
Pour some of this liquid into a test-tube and add several 
drops of hydrochloric acid, the color will change to 
bright red; to another portion of the blue liquid add 
several drops of ammonia, the color changes to green ; 
to a third portion of the blue liquid add a little ammo- 
nium chloride solution, the color remains unchanged. 

Mix in a test-tube a little ammonia solution with 
three times as much distilled water, and add this weak 
ammonia gradually to the liquid reddened by several 
drops of hydrochloric acid; by careful addition the blue 
color may be exactly restored, the acid previously added 
being ‘ neutralized” by the ammonia. 

Exp. 52.—Pour some blue litmus solution (made by 
boiling solid litmus in water and filtering) into three 
test-tubes ; to the first add hydrochloric acid drop by 
drop until it turns distinctly red, preserve this liquid ; 
to the second add ammonia solution, the liquid remains 
blue; to the third add ammonium chloride solution, the 
color will not be affected. 

Divide the reddened liquid into three parts; to one 
part add ammonia solution, the original blue color is 
restored ; to another part add hydrochloric acid, the red 
color is unchanged; to the other part add ammonium 
chloride, the red color remains unaltered. 

These experiments may also be made with litmus test- 
papers, which are prepared by soaking paper in the blue 
and red liquids respectively and allowing it to dry. 

Exp. 53.—Repeat the preceding experiment, using 
the litmus-papers instead of the solution, and moisten- 
ing them with the liquid by dipping a glass rod into it, 
and then touching the paper with the moistened end. 

It will be seen then that the three substances employed 
differ in their action on litmus test-papers. 
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Each of these substances is a sample of a whole class, 
the members of which resemble it in their action on 
litmus. 

The class of acid substances, including sulphuric acid, 
nitric acid, etc., and many metallic salts, resemble hydro- 
chlorie acid in reddening blue litmus and not affecting 
red. 

The class of alkaline substances, including potassium 
hydrate, sodium hydrate, ete., and many salts of the 
alkalies, resemble ammonia in bluing red litmus, and 
not affecting blue. 

The class of neutral substances, including potassium 
chloride, sodium chloride, ete., resemble ammonium 
chloride in not affecting either blue or red litmus. 

Hence in analysis we use red and blue litmus- 
papers to test. whether a liquid is “acid,” “alkaline,” 
or “ neutral.” 

The red cabbage liquid, as will be seen, is better 
suited for a test-paper than litmus, since one paper 
shows both alkalies and acids; but the color is very apt 
to spoil with keeping. 

Sometimes a liquid in which a colored precipitate is 
suspended has to be tested by litmus-paper, the precipi- 
tate then hides the color of the paper when a drop of 
the liquid is placed upon it. In such a case moisten the 
paper with a drop of liquid, and wash the liquid off 
after a short time with a stream of distilled water from 
the wash-bottle ; the color of the paper is then distinctly 
seen. 

35. An acid substance by being mixed with a proper 
proportion of an alkaline substance becomes “ neutral ;” 
similarly an alkaline substance is rendered “ neutral” 
by mixture with a proper quantity of an acid. Thus 
by mixing hydrochloric acid and ammonia in the proper 
proportions, the neutral substance ammonium chloride 
is formed ; the acid is then said to be “ neutralized” by 
the alkali, or the alkali by the acid. 

It is often required to “neutralize” an acid with an 
alkali or vice vers@ ; the following experiment will show 
how this process of neutralizing an acid is performed. 
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Exp. 54.— Pour a little hydrochloric acid into a 
porcelain dish, add to it ammonia, several drops at a 
time, keeping the liquid constantly stirred with a glass 
rod, and occasionally touching a slip of blue litmus- 
paper with the end of the rod moistened by the well- 
stirred liquid; as soon as the paper is only faintly red- 
dened by the liquid the ammonia is added very carefully, 
stirring well after the addition of each drop, and trying 
the action of the liquid by touching the wet glass rod 
against first blue and then red litmus-paper, waiting a 
short time to give the liquid time to act on the paper. 
When the colors of both blue and red paper remain un- 
affected, the process of “ neutralization” is completed. 

It is well to add dilute ammonia towards the end of 
the process ; this is prepared by mixing a little ammo- 
nia with three or four times as much distilled water in a 
test-tube. 

The process of neutralizing may often be simplified 
when the liquid is clear and colorless, by dropping into 
it a small piece of blue litmus-paper, and after each 
addition of ammonia noting its color; the condition of 
the liquid should, however, even in this case be proved 
towards the end by moistening both red and blue paper. 

The process of neutralizing an alkali with an acid is 
precisely similar to that of neutralizing an acid with an 
alkali, save that red litmus is at first used instead of 
blue. 

35 a. It will be readily understood from what has 
been said above, that if an alkaline or neutral liquid is 
to be “acidified,” acid is added gradually as was de- 
seribed in the preceding experiment, until a drop of the 
well-mixed liquid reddens blue litmus. If an acid or 
neutral liquid has to be made alkaline, the alkali is 
added until a drop of the liquid turns red litmus blue. 
These processes are often termed adding acid or alkali 
“in excess.” 

35 b. Yellow turmeric paper is occasionally employed 
instead of red litmus to test for alkalies, which turn it 
reddish-brown ; it is unaffected by acids, with the excep- 
tion of boracic acid. The most important use for tur- 
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meric paper is to test for boracic acid, which, if dried on 
the paper at a gentle heat, turns it orange-red. 

Exp. 55.—This may be shown by stirring a little 
borax upon a watch- glass with dilute hydrochloric acid 
until it is dissolved, moistening the lower part of a slip 
of turmerie paper with this liquid, and drying it by hold- 
ing it at some distance above the flame, or better by 
placing it ina steam-oven ; the portion of the slip which 
was moistened will now appear reddish-brown, the color 
being well seen by contrast with the light-yellow upper 
portion of the paper. 


FRACTIONAL SOLUTION, CRYSTALLIZATION, 
AND DISTILLATION. 


1. Fractional Solution—Since different substances 
show differences in solubility in water and acids, it is 
often possible by means of solvents to separate the con- 
stituents of a mixture. This process is termed separa- 
tion by “fractional solution.” Illustrate this by making 
a mixture of powdered ferrous sulphate (F eSO,.7H,O) 
and ferric oxide (Fe,O,); on warming a portion of this 
with water, FeSO,.7H,0 alone dissolves, leaving Fe,O, : 
if another portion is warmed with HCl, both substances 
dissolve. 

2. Fractional Crystallization.—If a solution of two 
different salts be boiled down in an evaporating basin, 
one salt will usually furnish crystals before the other 
does, and by this process of “ fractional crystallization ” 
a separation of the salts may often be effected. Boil 
down a solution of sodium chloride (NaCl) and nitre 
KNO,): NaCl will erystallize out of the boiling liquid 
in hollow cubes, and on cooling prisms of nitre will 
separate, 

3. Fractional Distillation.—Liquids which boil at dif- 
ferent temperatures may often be separated by distillation 
(p. 36); that part of the mixture which first distils over 
consisting chiefly of the liquid with the lowest boiling- 
point, and the successive portions of the distillate be- 


a ey —a 


CRYSTALLIZATION AND DISTILLATION. 717 


coming richer in the liquids of higher boiling-points. 
The process of “ fractional distillation” may be illus- 
trated by distilling a mixture of alcohol and water ; since 
alcohol boils at a lower temperature than water, the first 
part of the distillate contains the greater part of the 
alcohol, as is shown by its burning and by its dissolving 
camphor or iodine in quantity. The last portion of the 
distillate does not give these. tests for alcohol, and is 
proved to be water by turning dry CuSO, blue and dis- 
solving it. 
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SECTION IV. 
ANALYTICAL REACTIONS. 


- Course of Practical Analysis to be pursued by the 
Student.—The text is so arranged that two main courses 
may be framed from it in this and the following sections. 
The one is suited to senior students and dispenses with 
the training in the detection of simple substances, which, 
although useful as a stepping-stone to the full analytical 
method, is in itself of only artificial importance. The 
other course is suited to junior students, and forms an 
easy approach to the more difficult complete methods of 
analysis: it teaches the plan of analyzing-simple sub- 
stances which may contain one acid and one metal. 
This course is therefore also suited to those who are 
learning analytical chemistry with the view of preparing 
themselves for examinations in which the candidate is 
not required to detect more than one acid and one metal. 
These courses are described below as the “ Senior Course” 
and “ Junior Course.” 

The Senior Course consists in working through the 
analytical reaction in Section IV ; and as those for each 
group are completed, several substances whose composi- 
tion is unknown to the students are tested for one mem- 
ber only by the Table of Differences at the end of the 
group; as soon as these are detected with readiness, sub- 
stances which may contain two or more of the members 
mixed together are analyzed by the group table in Sec- 
tion VI: a reference to the Table of Differences will 
show at a glance on what principles these group tables 
are founded, and this is further explained by a statement 
following the Table of Differences, This plan of work- 
ing with each group table before going on to the reac- 
tions for the next group is to be recommended, since, 
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whilst the differences upon which the separation and 
special tests of the elements in the Groups are fresh in the 
student’s memory, they are practically applied. The 
Analytical Tables are thus gradually rendered intelligi- 
ble one after another, whilst the student is proceeding 
through the reactions. The book is so arranged, how- 
ever, that all the Analytical Tables may be left until the 
reactions for all the groups have been finished. When 
all the groups have been worked through in this manner, 
the analysis of substances is commenced which may con- 
tain any members of any of the different analytical 
groups; the directions for the systematic method of 
analysis required for this purpose being contained in 
Section VI. 

The Junior Cowrse.—Since this is intended to teach 
only the detection of one metal and one acid, the student 
whilst working through Section I'V omits all those para- 
graphs marked “s” after the number, relating to the 
separation and detection of the mixed members of a 
group; and after finishing the reactions for each group, 
he proceeds to detect the members occurring singly in 
several substances of unknown composition by the Table 
of Differences and by reference to the reactions. After 
working in this way through Section IV, he at once 
proceeds to analyze simple substances by Section V. 

As stated above, this Junior Course may occasionally 
be made to precede the Senior with advantage, that is 
to say, the student after working through the Junior 
Course, and learning how to detect simple substances, 
may analyze mixtures containing two or more mem- 
bers of each group by the directions given at the end 
of each of the groups in Section IV, and may then 
proceed to the full method of analysis contained in 
Section VI. 
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INTRODUCTORY REMARKS ON ANALYTICAL 
CHEMISTRY. 


The science of Chemistry reveals to us the fact that 
every substance on this earth, and probably in the uni- 
verse, consists either of one kind of matter only, or of 
two or more different kinds, which we cannot further 
separate. Those substances which contain only one kind 
of matter, are called “ chemical elements;” their number 
at present amounts to a little over sixty. A list of them 
is given in paragraph 558 at the end of the book. 

It is not often that these elements occur singly: two 
or more of them are commonly found together either in 
a state of mere “mixture,” or united in a much more 
intimate manner by the force of ‘chemical affinity” to 
form a “chemical compound.” 

Analytic chemistry or analysis (literally meaning an 
unloosing or separation), teaches us how to discover what 
element, elements, or sometimes what groups of elements, 
any substance of unknown composition contains: it also 
enables us to ascertain whether any particular element 
or group of elements is present in a given substance. 
In order to become a thorough analyst, it is necessary to 
be intimately acquainted with the properties of every ele- 
ment and of the compounds it forms with other elements, 
and therefore efficiency in analysis depends in a large 
measure upon the knowledge of what is usually termed 
“Theoretical,” or more appropriately perhaps “ Descrip- 
tive, Chemistry.” But although we recognize a sub- 
stance by its properties, still a knowledge of a# its prop- 
erties is not requisite to enable us to detect its presence: 
for ordinary analytical purposes certain marked properties 
of each element or group of elements are selected, and 
by these properties, called “tests” or “reactions,” we 
detect its presence. 

The “tests” or “reactions” most frequently selected 


are the following: Ist, The behavior of a substance 


when heated under various conditions; and 2d. Its be- 


ee 
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havior when mixed with certain liquid or solid sub- 
stances. Such substances, added for analytical purposes, 
are called reagents. Some reagents serve for detecting 
one element or compound only, and are therefore called 
special reagents; others separate or detect a group of 
elements or compounds, and are called group reagents or 
general reagents: these latter reagents serve to separate 
substances into “ Analytical Groups,” as will be more 
fully explained hereafter. 

The student must bear in mind that, although an ac- 
quaintance with the most important reaction of sub- 
stances is indispensable to success as an analyst, caution, 
skill, and neatness in manipulation are not less necessary, 
and the most scrupulous attention must be paid to all 
directions bearing on these matters. 

36. Analytical Classification.—The chemical elements 
are frequently divided into two classes, viz., metals and 
non-metals. These classes form, with a slight modifica- 
tion, convenient divisions for analytical purposes. In 
the class of “metals” must be included the hypothetical 
metallic radicle ammonium (NH,), also the element hy- 
drogen. The class of “non-metals,” either singly or 
in groups formed by their combination inter se or less 
frequently with a metal, unite with hydrogen and with 
metals forming “salts ;” the hydrogen salts of these radi- 
cles being often called “acids.” Thus Cl,* SO,, PO,, . 
MnO, form the hydrogen salts (acids), HCl, H,SO,, 
H,PO,, HMnO,, and the metallic salts, KCl, MgSO,, 
Na,PO,, KMnO,: metal hydrogen salts (acid salts), such 
as NaHSO,, Na,HPO,, are also known. The general 
name “acid radicle” is conveniently applied to Cl, SO,, 
PO,, MnO,, etc., it being understood that although most 
of these are unisolated compound radicles, i. e., contain 
more than one element—some of them are elements ; 
their common property is that of forming in combination 
with hydrogen and with metals—salts. For analytical 


* The meaning and use of chemical symbols will briefly be ex- 
plained hereafter (40); but the student is presumed to be already 
acquainted with them. In par. 540 will be found a list of the 
symbols of the different elements. 
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purposes, then, we may separate the substances we have 
to detect into the groups of metals and acid radicles. In 
trying the reactions for these substances, it is usual to 
employ, not the substances themselves, but certain com- 
pounds—usually salts—which contain them. 

For convenience of hasty writing, it is not uncommon 
to employ abbreviations for the compound radicles, es- 
pecially for such as are constantly met with or are of 
unusual complexity. In the text the only such abbre- 
viations employed are: 


Am for (NH,), the metallic radicle ammonium. 


T “ (C,H,O,), the acid radicle of tartaric acid and 
the tartrates. 


A “ (C,H,O,), the acid radicle of acetic acid and the 
acetates. . 

Cfy “ (FeCy,), the acid radicle of ferro- and ferri- 
eyanides. 

Ho “ (HO), the radicle Hydroxyl, occurring in hy- 
drates, ete. 


37. Analytical Groups—The metals are separated by 
their behavior with certain general reagents into five 
principal groups, two of these being further subdivided 
into two sub-groups. Each of these groups receives a 
distinctive name—either a number from its place in the 
systematic course, or a name from some conspicuous or 
important member of the group, or from the general re- 
agent used to precipitate the group. Thus we speak 
indifferently of the 4th Group, the Barium Group, or 
the Ammonium-carbonate Group. In see. v, par. 330 
will be found a table showing the analytical groups with 
their distinctive numbers, names, and group reagents 
placed at the head of each column; and the names and 
symbols of the elements contained in the group arranged 
vertically beneath. 

It is perhaps well to avoid referring to a group by its 
number, as different analysts number the groups differ- 
ently, and the name thus given is therefore apt not to 
denote the group with certainty. 
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38. Method of Trying the Analytical Reactions in Sec- 
tion IV.—In order to become fully acquainted with the 
behavior of different substances with “reagents,” and 
thus to be able to detect them by their “ reactions,” each 
of these reactions should be performed with the sub- 
stance itself or with one of its compounds, and the ap- 
pearances presented carefully observed, so that the sub- 
stance would be easily recognized in a body of unknown 
composition by means of those tests. 

The following general rules must be carefully attended 
to in trying the reactions; they may be read through 
before commencing the reactions par. 47: 

1. A solution of the substance which is directed to be 
used must always be employed, unless it is specially 
stated that the solid is required. Solid substances are 
required as a rule only for blowpipe reactions. A so- 
lution can be readily made from the solid, if necessary, 
by warming it with water, or in some cases with dilute 
acid (529). This is often called the “ original solution.” 

2. Commence by taking in a test-tube or small beaker 
a small quantity (about 15-20 c.c.) of the solution of the 
substance. If the solid substance is also required, take 
some of it upon a watch-glass. 

3. Pour asmall portion of the solution into a perfectly 
clean test-tube, and add the first-mentioned reagent to 
it. The reagent must always be added in small quan- 
tity at first; more can be employed afterwards if excess 
is required. The student must from the first acquire 
the habit of working with small quantities both of solu- 
tions and reagents. 

For each of the’ reactions a separate portion of the 
“original solution” is thus poured into a clean test- 
tube and the required reagent added to it. 

4. Before trying each reaction the student must care- 
fully read through the description of the results he is to 
obtain; he must then perform the experiment literally 
following out the directions given. He must consider 
it a necessary condition of after success that each result 
is obtained precisely as stated in the text, and must never 
on any account pass on until he has conscientiously sat- 
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isfied himself that the statements of the book are true, 
and that he could at any time repeat the test successfully. 

39. Entry in Note-book.—Each reaction, as soon as it 
has been satisfactorily tried, should be neatly entered in 
the note-book in a short form. Since nothing so much 
aids brevity as the symbolic notation commonly used by 
chemists, the student should invariably adopt this chemi- 
cal shorthand in entering results. A full account and 
explanation of chemical notation may be found in any 
work on theoretical chemistry, and merely a few hints 
will therefore be here given which will be of special use 
for the purpose of briefly entering reactions. 

40. Chemical Notation.—Each element has its corre- 
sponding symbol consisting of one or two letters; thus S 
stands for sulphur, C] for chlorine. These symbols also 
stand for one atom of each element; by being written — 
one after another they give the formula of a compound 
substance, showing what elements, and how many atoms 
of each of these elements, its molecule contains; thus 
KCl stands for one molecule of potassium chloride, a 
compound of one atom of potassium and one atom of 
chlorine ; PtCl, stand for one molecule @f platinic chlor- 
ide, which consists of one atom of platinum combined 
with four atoms of chlorine, the small figure placed below 
a symbol to the right denoting how many atoms of that 
element are present. A number placed before a formula 
multiplies each symbol in that formula; thus 2PtCl, 
signifies two molecules of platinum chloride, containing 
together two atoms of platinum and eight atoms of 
chlorine. If two or more symbols are ineluded in 
brackets, any number placed outside, either before or 
below the brackets multiplies each symbol contained in 
the brackets; thus both Sr(NO,), and Sr2(NO,) stand 
for SrN,O,, and this may also be written Sr.2NO,. In 
paragraph 540 will be found a list of the elements, with 
their symbols and atomic weights ; paragraphs 524, 525, 
526, 529, and 530 contain a list of the names and cor- 
responding formule of all the most common compound 
substances mentioned in thé course of the book. Sym- 
bols and formule are always used in the text instead of 
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names, but the student can readily find for these corre- 
sponding names by reference to the above tables, or to 
the labels on the bottles, which should contain both 
names and formule. 

41. On adding a “reagent” to a substance some 
change usually occurs which gives rise to an alteration 
of color, or very frequently to the formation of a precip- 
itate having a certain color, appearance, or behavior 
with other liquids, which are characteristic of that par- 
ticular substance, or of some element or group of ele- 
ments contained in it; this change should be briefly 
described in the note-book in words, and then represented 
by a chemical equation. The rules for drawing out an 
equation may be found in any treatise on chemistry; a 
few general directions only are here given, which will be 
of service for the special object in question. 

42. Rules for writing down an Equation.—W rite down 
the formule of the two substances which are mixed to- 
gether for the reaction, with the sign of addition ( + ) 
between them; then write the sign of equality (=), 
followed by the formula of the precipitate produced. In 
a completed equation the formule written on the left- 
hand side of the sign ( = ) are usually called the “left- 
hand side” of the equation; those to the right the 
“right-hand side.” Since most of the following reac- 
tions are cases of “double decomposition” —. e., cases 
where an exchange of certain elements or groups of ele- 
ments occurs between the two compounds,—a little con- 
sideration will usually show how many molecules of the 
substances on the left-hand side of the equation are 
required to yield the formula for the precipitate, and 
also whether any other, and if so what other, substance 
is at the same time formed. 

It is always necessary that the number of atoms of 
any one element on both sides of the equation should be 
equal. The following are dissected examples: 

The first test for K (47): 


KCl + PtCl, — K,PtOl,. 


This is simply placing together the substances mixed 
5 
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and the precipitate formed ; the equation thus formed is 
evidently not correct, since we have two atoms of K on 
the right-hand. side and only one on the left, also 6 
atoms of Cl on the right, and only 5 on the left; but 
this inequality is at once removed if we place 2 before 


the KCl, thus : 
2KCl + PtCl, = K,PrCl,. 


Evidently if the above equation is correct the precipi- 
tate is here the only substance formed, since the number 
of atoms in the substances on the left-hand side is exactly 
equal to that in the substance on the right. 


Take now the first test for Ba (69) : 
BaCl, ++ Am,CO, = BaCO, + 


This represents the substances mixed and the precipitate 
formed, but evidently the left-hand side of the equation 
contains more than the right (viz., Am,and Cl,); hence 


we write it fully thus : 


BaCl, + Am,CO, = BaCO, -+ 2AmCl, 


which states that on mixing together barium chloride 
(BaCl,) and ammonium carbonate (Am,CO,), we obtain 
barium carbonate (BaCO,) and ammonium chloride 
(AmCl). 

In writing out these equations a systematic method 
should be observed. Write down on the left-hand side 
of the equation first the substance whose reaction is 
being tried, then the reagent added ; and on the right- 
hand side write first the formula for the precipitate with 
a line drawn over it by way of distinction, then any 
substance or substances which may be formed with it. 

In the reactions which follow, the formule of the sub- 
stance used, of the reagent added, and of the precipitate 
produced will always be given, these being sufficient 
data to enable the student to form the equation; only 
where the equation is exceptionally difficult or compli- 
cated will it be given in full. 
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43. The following contractions are recommended : 


expe. for experiment. insol, for insoluble. 
pp- tg precipitate. soln. bs solution. 
pp™ = precipitation. erystme. — crystalline. 
ppt ee precipitated. col” at coloration. 
sol. bi soluble. 


44, Examples are given below showing how these re- 
actions should be entered in the note-book ; they should 
be referred to as soon as the student commences the reac- 
tions for the metals: 


Ist. [See pars. 47-50. ] 


PorasstuM (K).—Used KCl. 


PiCl,: stirred on watch-glass: yellow cryst®® pp , sol. in much 
water and in KHO, insol. in aleohol: 


2KCl + PtCl, = K,PiCi,. 


NaHT: well shaken in a test-tube: white cryst® pp., sol. in 
water, KHO, and HCL: 


KCl + NaHT = KHT + NaCl. 


Flame col"; pale violet, violet-red through the indigo-prism or 
cobalt glass. 

Heated in tube or on platinum foil (solid KCl): melted, but gave 
no fumes; hence not volatile. 


2d. [See pars. 69-74. ] 
Barium (Ba).—Used BaCl.,. 
Am,Co,: white pp., sol. in HA: 
BaCl, + Am,CO,; = BaCO, + 2AmCI: 
CaSO,: heavy white pp., insol. in boiling HCI: 
BaCl, + CaSO, = BaSO, + CaCl.,,. 

K,Cr0O,: light yellow pp., sol in HCl, insol. in HA: 

BaCl, + K,CrO, = BaCrO, + 2KCl. 
Flame col”: on loop of plat™ wire, yellowish-green color. 


45. General Rules to be observed whilst working.—The 
student should attend carefully to the following precau- 
tions, which will most materially aid the progress and 
accuracy of his work; if they are observed from the 
commencement they will not be felt irksome : 

1. Before commencing work look through the reagent 
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bottles belonging to the working bench; replace any 
which are absent, and arrange the bottles, if necessary, 
in the order indicated on an accessible list, or shown by 
the number on the labels of the bottles, or by the labels 
on the edge of the shelf. Then proceed to fill any which 
are empty and to relabel any whose labels are imperfect 
or loose. If any of the liquid reagents are not quite 
clear when shaken they must be filtered before use. 

2. Arrange the apparatus required for use, on the 
hinder part of the bench, so as to leave the front free to 
work upon; this will lessen the risk of upsetting any- 
thing. 

3. Before commencing work, all glass and porcelain 
which is not in use should be carefully cleansed, if not 
already clean ; but it is best never to put apparatus away 
dirty. 

4. In using a reagent bottle take it in the right hand, 
remove the stopper by taking hold of it between any 
two of the fingers, or between the fourth finger and 
palm, of the left hand; hold the stopper in this way 
and replace it immediately after the bottle has been used. 
Pour the liquid out at the side opposite to that bearing 
the label, and prevent the last drop from running down 
the outside by touching the lip of the bottle either with 
the stopper or against the clean edge of the vessel. 
Solid reagents should be taken out of the bottle on a 
clean knifeblade or spatula, or with a spoon of wood or 
horn; or a small quantity should be turned out upon a 
piece of paper or upon the palm of the hand. The 
bottle must be restoppered and replaced on the shelf in its 
proper place with the label outwards immediately after use, 
and must never be left standing on the working bench. 

5. If any solution ow precipitate has to be put by for 
some time, always label it with a piece of gummed paper 
bearing an inscription or a reference number which is 
explained in the note-book, and is sufficient to recall to 
mind what the solution or precipitate consists of; never 
trust to memory in this matter. 

6. Brass crucible-tongs must never be employed for 
holding hot evaporating basins containing acids, as some 
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of the brass is apt to be dissolved and thus introduced 
into the solution. A hot dish may be moved either by 
holding it with a cloth or by taking hold of the stand 
upon which the dish is placed. 

7. Liquids only are to be poured down the sinks; all 
solid refuse, such as soiled filters, broken glass, pieces of 
charcoal, ete., which would tend to stop the holes in the 
sink, must be thrown into a box placed in any accessible 
position in the laboratory, or into a small earthenware 
jar or vessel placed upon each working bench. 

8. When a student is examining a substance to detect 
its composition, he must fully write down in his note- 
book each test or process, with the result obtained, as 
soon as itis completed. The analysis is thus written 
out gradually as it progresses; on no account must the 
entry of the results be left until the completion of the analy- 
sis. This rule cannot be too strongly enforced, as neg- 
lect of it is always attended with loss to the beginner. 
The most convenient form of entry is that of the Ana- 
lytical Tables. 

** Cleanliness and neatness in analytical work can- 
not be too carefully attended to; more confusion and 
error may be caused by using dirty test-tubes, beakers, 
dishes, and funnels than would be thought possible by 
the beginner. 
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Note.—In trying through the reactions for the metals, the usual 
analytical order of the groups has been reversed, because the most 
simple reactions occur in the last groups, and they are therefore 
better suited fur a beginner. 


GROUP V.—POTASSIUM GROUP. 


46. This group includes K, NH,,* Na, Mg. * The first 
three metals (K, NH,, Na) are known as the “alkali 
metals,” 

The members of this group are not precipitated by 
any of the five group reagents. 


* A hypothetical metal radical, ‘* Ammonium.”’ 
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Porassium (K).—Use KCl. 


weg if necessary to paragraphs 38 and 44 for directions how to 
work. 

47. PtCl, added after a drop of dilute HCl to some 
of the KCI solution on a watch-glass and stirred with a 
glass rod, gives a yellow crystalline precipitate (K,PtCl,), 
forming first along the lines where the rod has rubbed 
the glass. 

Stir up the precipitate and pour off the liquid with 
the precipitate into three test-tubes ; to one add much 
distilled water and heat, the precipitate dissolves ; to the 
other part add alcohol, the precipitate does not dissolve. 
Hence this precipitate is soluble in water, insoluble in 
aleohol. By warming the other portion with solution 
of KHO the precipitate is also shown to be soluble in 
that liquid. 

Remarks.—The following remarks are of great impor- 
tance in using the above test for K. Since this precipi- 
tate is soluble in alkalies the liquid should always be 
neutral or only faintly acid before adding PtCl,, and 
since it is more insoluble in alcohol than in water, addi- 
tion of alcohol causes the precipitate to form more rap- 
idly in dilute solutions ; owing to the solubility of the 
precipitate in water, very diluted solutions must, how- 
ever, be evaporated nearly to dryness before applying 
the test. It is always well to add several drops of HCl 
before the PtCl,, and to make sure by test-paper that 
the liquid is acid in reaction. These remarks apply also 
to the precipitate produced by PtCl, with ammonium 
salts (52). 

48. H,T (or better NaHT’) mixed with some of the 
solution in a test-tube gives a white crystalline precipi- 
tate (KHT); usually this precipitate appears only when 
the mouth of the test-tube is closed with the thumb and 
the tube well shaken for some time. 


KCl + NaHT = KHT + NaCl, 
KCl + H,T =KHT + HO. 


Shake up and pour some of the liquid and precipitate 
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into four test-tubes ; add to these portions water,* KHO, 
and HC! respectively ; on being shaken and warmed the 
precipitate will dissolve in each of these liquids. Hence 
this precipitate is soluble in H,O, KHO, and HCl. To 
the fourth portion add alcohol; the precipitate does not 
dissolve, since it is insoluble in alcohol. 

Remarks.—In using the above test for the detection 
of K, the precipitate is not obtained in dilute solutions 
at once, but its formation is much hastened by the addi- 
tion of aleohol; very dilute solutions must first be con- 
centrated by evaporation. The solution to be tested 
should be neutral or only feebly alkaline; if acid in re- 
action, the acid should be boiled off (if volatile) or neu- 
tralized by Na,CO,; feebly acid solutions may, however, 
be at once mixed with NaH'T; to an alkaline solution 
H,T should be added till the reaction is strongly acid. 


Note.—In the following reactions when a precipitate is stated 
to be soluble or insoluble in certain liquids, it must be proved to 
be so in the above manner unless different directions are given. 


49. Flame Coloration (32).—Hold a loop of platinum 
wire in the flame, and see that it gives no color to the 
flame; then dip it into some KCl solution, or better 
still, moisten it and dip it into some powdered KCl, and 
again hold the loop in the upper part of the flame. A 
pale violet color will be imparted to the flame if the 
KCI is pure ;} but whatever color is thus seen, the flame- 
color will always appear pale blue or violet through the 
thinner portions of an indigo-prism, and deep purple- 
red through the thickest parts. 

The light of a Bunsen flame itself usually appears 
pale blue through the indigo-prism; this color should 
be noted before using the prism for examining a flame 
coloration. 

The flame coloration due to potassium shows in the 
spectroscope a red line (a) and an indigo-blue line (/). 


Note.—A piece of blue cobalt glass may be used instead of the 


* By “water” is always meant ‘ distilled water,’’ unless other- 
wise stated. 
+ KNO, usually gives a purer potassium coloration, 
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indigo-prism, but is by no means to be recommended, as the color 
of different specimens is somewhat variable in shade and in in- 
tensity, whereas the color of the indigo can be obtained of an 
invariable tint. 


50. Heat a little solid KCl in a small, dry test-tube, 
or better on a piece of platinum foil; the KCl will melt, 
but will not pass into vapor producing white fumes un- 
less heated very strongly, since K-salts are non-volatile 
at a moderate heat. ‘The fused residue is often trans- 
parent and invisible if in small quantity ; its presence 
is shown by a slight crackling being heard during 
cooling. 


Ammonium (NH,, or Am).—Use NH,Cl (Am(CI). 


Note —The symbol Am is often written for NH,; it is very 
convenient, as it does away with the necessity of using brackets ; 
e.g., Am,S =(NH,),S. 
~ B1. KHO* (or NaHO) poured into some of the solu- 
tion, or upon the solid, in a test-tube and heated gives 
off NH, gas: 


NH,Cl + KHO= NH, + KCl1+ H,0. 


This gas is known by the following properties : 

a. Its pungent smell—that of common smelling salts. 

6. By turning moist red litmus-paper blue. A small 
piece of red litmus-paper is wetted with distilled water 
and placed upon a clean glass rod, and is then held in 
the test-tube, taking great care not to touch with it the 
liquid or the sides of the tube; the paper becomes blue. 

ce. A glass rod dipped into strong HCl or strong HA, 
and held over the mouth of the test-tube produces dense 
white fumes. . 

52. PtCl, stirred on a watch-glass with some AmCl 
solution gives a yellow crystalline precipitate (Am,PtCl,), 
soluble in water and in KHO, insoluble in aleohol. The 


* Tn all cases where KHO is to be used NaHO may be substituted, 
and either KHO or NaHO may be used unless it is specially stated 
that ‘pure NallO”’ is to be employed. 
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remarks at the end of par. 47 apply here also. This 
precipitate if boiled with KHO evolves NH, (difference 
from K,PtCl,). 


53. H,T (or better NaHT) shaken for some time in a 
test-tube with AmCl solution gives a white crystalline 


precipitate (AmHT), soluble in H,O, KHO, and HCl, 
insoluble in alcohol. The remarks in par. 48 apply 
here also. 


Note.—This precipitate is more soluble than the KHT precipi- 


tate, and therefore does not form so readily. Indeed with H,T a 
precipitate rarely forms unless alcohol be added, in which the pre- 


cipitate is less soluble than in water. With NaHT a precipitate 
is obtained on shaking the liquid well for some time unless it is 
very dilute 


54. Flume Coloration.—AmCl, if pure, gives on pla- 
tinum wire no color to the flame. 

55. Heat a little solid AmCl in a small dry test-tube, 
or on a piece of platinum foil; it will be converted into 
vapor producing white fumes, which are seen (if plati- 
num foil is used) by removing the foil for a moment 
from the flame. Hence AmC\l is volatile. 

If the experiment is performed in a dry test-tube, a 
white coating or “sublimate” forms on the upper part of 
the tube. 


Soprum (Na).—Use NaCl. 


56. Flame Coloration.—NaCl gives an intense yellow 
color to the flame; the color is almost invisible or pale 
blue when viewed through the indigo-prism, and never 
shows the slightest tinge of red and purple, even when 
seen through the thickest parts of the prism. <A crystal 
of red K,Cr,O, appears colorless if illuminated by this 
yellow flame. Examined by a small spectroscope, the 
sodium coloration gives a single yellow line (2). 

The yellow color of the sodium flame is always 
readily seen, since it overpowers that of K; its pro- 
duction is the most reliable, and often the only possible, 
test for sodium. 


5* 
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Note.—If both K and Na are present, the K coloration is unseen 
and the yellow coloration of Na is alone visible; but on examin- 
ing this flame through the indigo prism or cobalt glass, the purple 
coloration of the K is at once seen; prove this by mixing together 
KCl and NaCl and trying the flame coloration without and with | 
the indigo prism. The spectroscope also shows the lines of Na and 
K quite distinct from one another. 

57. Some solid NaCl heated in a dry test-tube, or bet- 
ter on platinum foil, melts without producing white 
fumes, unless heated very strongly, since NaCl is not 
volatile at a moderate heat. 


Maenesium (Mg).—Use MgSO,.7H.0 solution. 


58. Na,HPO,* added after AmCl and AmHO gives 
a white crystalline precipitate (MgAmPO,); if much 
water is present this precipitate forms only when the 
liquid is warmed and well stirred or shaken. ‘This pre- 
cipitate is soluble in acids (use HCl or HNO,), insoluble 
in AmHO. 


MgSO, + AmCl + AmHO + Na,HPO, = MgAmPO, 
+ Na,SO,+ AmCl + H,O. 
59. KHO gives a white precipitate (MgHo,),+ soluble 


in acids. 

60. Flame Coloration —MgSO,.7H,0, if pure, gives 
no color to the flame. 

61. AmHO gives a white precipitate (MgHo,); but 
if AmCl is added to the MgSO, solution before the 
AmHO, no precipitate is produced. 

62. Am,CO, gives a white precipitate (MgCO,), but 
only in strong solutions, and on standing for some time. 
AmCl prevents the formation of this precipitate. 


* NaAmHPO, is better than Na,HPO,, since it produces the 
precipitate more readily than does Na,HPO, in dilute solutions, 
und always in a crystalline condition 

+ This convenient symbol (Ho) for the group (Hydroxyl), first 
proposed ‘by Frankland, will be employed throughout in the 
for rnule for all hydrates containing more than one atom of Hy- 
droxyl; it prevents the necessity of using brackets, as a number 
placed below the symbol multiplies both H and O, thus Ho, 
equals (HO), or H,O,; and Ho, equals (HO), or H,Qs. 
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63. Blowpipe Test.— A little solid MgSO,.7H,O, 
placed in a small cavity on a piece of wood charcoal 


- and then heated in the tip of the outer blowpipe flame, 


shines brightly and gives a white unmelted mass of 
MgO ; no white fumes are given off, since MgO is not 
volatile. If this white mass after cooling is moistened 
with several drops of cobalt-nitrate solution and again 
strongly heated for some time* in the outer blowpipe 
flame, it becomes delicate pink in color; this color is 
best seen when the mass is quite cold, by comparison 
with a white piece of paper held near the residue on the 
charcoal. 


‘* It is necessary to heat strongly after moistening with Co(NO,),, 
else blue Co( NOs), remains. 
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64. Group V.—TABLE OF DIFFERENCES. 
Note.—A blank (thus ——) signifies that no marked or characteristic change occurs. 


For the method of using the table see par. 65. 


Tests. K—Sualts. NH,—Salts. Na—Salts. Mg—Salts. 
*a, For Solutions. 
1. Boil with ad NH; gas given — White precipi- 
KHO solution. off: known by tate. 
its smell and 
by turning 
moist red lit- 
mus blue; it 
also gives 
dense white 
fumes witb 
strong HCl. 
2. Heat in flame'! Pale violet flame, — Intense yellow — 
on clean pla-|| which appears flame, which 
tinum wire. pale violet or shows notinge 
purple — red, of red through 
through — the the _indigo- 
indigo-prisin. prism. 


8. Add AmCl, 


AmHO, and 
Na gH PQ,. 

4, Add — PtCl,'|Yellow crystal-|Yellow crystal- 
and a drop of|) line precipi-| line _ precipi- 
dilute HCl,|| tate, forms tate, forms 
and stir vigor-|| onlyin strong| only in strong 
ously. solutions. solutions. 


5. Add H,T (or||White crystal-|White crystal- 


better NaH7)|| line | precipi-| line _ precipi- 
and. shake tate in strong) tate in strong 
well, solutions. solutions. 


b.For Solids only. 


6. Heat to red- 


Non-volatile, 
ness in a dry 


unless heated} fumes are 


test-tube, or|| to bright red-| given off and 
on platinum|| ness. the substance 
foil. passes into va- 


mate on the 
upper part o 
the tube. 


7. Heat strong- 


Melt easily and/Are volatile,giv- 
ly on charcoal 


sink into the} ing off white 


in the outer!| charcoal, col-| fumes. 
blowpipe oringtheflame 
flame. pale violet. 

(See 2.) 


* In using these tests for the detection of a single member of the group in solution, | 
only the first four need be employed ; the fifth test may be substituted for the fourth. — 
Tests 6 and 7 are used only for the examination of solids. They may be supple- 


mented, however, by tests 1 and 2. 


Volatile; white|Non-volatile, 


Melt easily and|Leave ultimat 


Non- volatile, 
unless heated - 
to bright red- 
ness. 


sink into the 
charcoal, col- 
oring the 
flame intense 
yellow. (See 
2.) 


a white in- 
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65. The method of using the foregoing table may be 
explained in a few words. Suppose a solution to be 
given which is known to contain one member of this 
group, the first five tests in the table (four and five being 
alternative) will enable us to decide which member is 
present. It is simply necessary to examine separate 
portions of the solution by these tests, until a result is 
obtained which conclusively proves the presence of one 
of the four substances. Tests 1, 2, 6, and 7 are simi- 
larly employed for examination of a solid substance. 
The student should never rest content with one test only 
when a second can be tried in confirmation, and he 
should always consider the tables of differences as mere 
summaries, and should refer back to ‘the separate re- 
actions for fuller accounts of the tests when required. 

The results of these analyses, and of all analyses sub- 
sequently made by using the tables of differences, are 
best entered in three parallel columns, as shown in the 
upper part of the table in par. 67. The statement of 


.the experiment or test performed is entered in the first 


column, the result observed being placed beside it in the 

second column, whilst beside this in the third column is 

stated the conclusion inferred from the result obtained. 
At the end of each analysis state the result thus: 


Found Kk. 


66. (s.)* Detection of Members Mixed.—We can also 
devise from the above table a plan for detecting the mem- 
bers of this group when mixed together. It is evident— 

1. That NH, can always be detected by boiling with 
KHO solution. 

2. That Na can always be detected by its yellow 
flame coloration. 

3. That Mg can always be detected by giving a 


* Paragraphs marked with an (s) are intended for a student 
using the senior course, and are passed over in the junior course. 
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white precipitate on addition of AmCl, AmHO, and 
Na,HPO,. 

4. That K may always be detected by giving a flame 
coloration which appears pale violet through the indigo- 
prism. 

5. That the confirmatory test for K, by stirring with 
PtCl,, may be tried if no NH, is present; but it can- 
not be employed when NH, has been found, since NH, 
gives a yellow precipitate exactly like that given by K. 
Hence we first get rid of NH, by evaporating some of 
the solution to dryness, and strongly heating the solid 
substance thus obtained on platinum foil as long as 
white fumes come off; the residue (if any) on the foil 
will then be free from NH,, and can be dissolved and 
tested for K by PtCl,. 

The above remark concerning the PtCl, test applies 
also to the H,T test for K, since NH, gives a precipitate 
with H,T precisely similar to that yielded by K. 

The following scheme, which embodies the above 
tests, must be used to test for Mg, K, Na, and NH,, 
when they may be present together. 

The student should examine several substances by 
this table for the four members of Group V, writing 
down the results he obtains fully in the form adopted in 
the table; that is to say, three columns are ruled; in 


the first is described the test performed, in the second = 


the result observed, in the third what substance is in- 
ferred to be present or absent from that result. 
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67. (s.) TABLE For TEsTING FoR Mg, K, Na, NH,, 1w 
A SOLUTION WHICH MAY CONTAIN ONE OR ALL OF 


THEM. 


(See note at the end of the Table.) 


Experiment. 


I. Add to a small part of 


thesolution AmCl, then 
AmHO and Na,HPO,, 
shake well and allow to 
stand if no precipitate 
appears at once. 


II. Dip a small loop of 


clean platinum wire 
into the solution, and 
hold it near the top of 
the Bunsen flame. 


III. Boil some of the solu- 
tion in a test-tube with 
KHO solution, and try 
whether NHg is given 
off by smelling; or if it 
cannot be smeit, by test- 
ing with moist red lit- 
mus paper (51 5b), or 
strong HCl. 


Observation. 


1. A white precipitate 
forms, 


[2. No precipitate appears. ] 


1. A yellow flame.* 
Look at the yellow 
flame through the indi- 
go-prism ; if a reddish- 
purple color is seen. 


2. A pale violet flame ap- 
pearing reddish-purple 
when seen through the 
indigo-prism. 


[3. No color is imparted to 
the flame.] 


1. NH; gas is smelt, or the 


red litmus becomes 
blue, and white fumes 
are obtained with HCl. 


{[2. No NHs is smelt, and 
moist red litmus paper 
is not blued, neither 
are white fumes ob- 
tained with HC1l.] 


Inference. 


Presence of Mg. 


[Absence of Mg.] 


Presence of Na, pos- 


sibly also of K. 


Presence of K. 


Presence of K and 
absence of Na. 


[Absence of K and 
Na.] 


Presence of NH, 


[Absence of NH,.] 


IV. A confirmatory test for K may be made by adding PtC], or NaHT. If 


Exp. II has shown that NH, is present, 
A; if NH, is absent, test for K as under 


A. 


Boil some more of the solution down 


roceed to test for K as under 
(See 66, 5.) 


B. 


Pour a little of the solution upon a 


to dryness in a porcelain dish ; scrape 
out the white solid substance left in 
the dish, and heat it strongly on a 
piece of platinum foil with turned-up 
edges as long as any white fumes are 
seen to be given off when the foil is 
taken out of the flame for an instant. 
Place the foil when cold in a test-tube, 
and boil it with very little water, to 
which two or three drops of dilute 
HCI have been added; cool the liquid, 
and pour it out upon a watch-giass, 
add a little PtC],,F and stir well. 

A yellow precipitate forms:—Pres- 
ence of K. 


watch-glass, add PtCl,, and stir well: 

A yellow precipitate:— Presence of K. 

If no precipitate forms,K may never- 
theless be present, the solution being 
too dilute to allow the precipitate to 
form; therefore pour some of the so- 
lution into a porcelain dish, boil down 
rye to dryness, cool and test this 
liquid by stirring it with PtClton a 
watch-glass, adding alcohol if the pre- 
cipitate does not appear at once: 

A yellow precipitate:— Presence of K. 


Note.—Addition of alcohol will fre- 
quently produce the precipitate with- 
out evaporation. 


* Almost all substances contain traces of Na, and therefore when heated in the 


Bunsen flame tinge it more or less yellow: hence, unless the yellow coloration is 
very intense, enter in the results “ Na trace.” 
+ In this and all subsequent places where PtCl, is directed to be used as a test 


for K, the NaHT test may be substituted for economical reasons. 
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Note.—Separate portions of the solution are to be used for each 
of these experiments. It must be understood that only one of the 
numbered results in the second column can be obtained in each 
experiment, but one or other of these must invariably be observed. 
In subsequent tables, that result only is stated in the second col- 

_umn which indicates the presence of a substance, and the absence 
of that result proves the absence of the substance; the portions in 
brackets will therefore be omitted in future. 

Exp. IV may be omitted by a beginner, K being tested for by 
the flame coloration alone (Exp. IT). 

After writing out the tests tried in the above form, state at the 
end what has been found in the solution: thus—“ Found, K and 
Na.” This is to be done after writing out each analysis, 


GROUP IV.—BARIUM GROUP. 


68. This group includes Ba, Sr, Ca. 

The members of this group differ from those of Group 
V, by being precipitated as carbonates by Am,CO,, even 
in the presence of AmCI.* They are not precipitated 
by any other of the group reagents. 


Barium (Ba).—Use BaCl,.2H,O. 

69. Am,CO, added after some AmCl: white precipi- 
tate (Ba CO,), which is at first flocculent, but if heated 
and allowed to stand slowly shrinks in bulk and be- 
comes crystalline. 

Pour a little of this into another test-tube and add to 


it some HA, the precipitate dissolves entirely if sufli- 
cient HA is adited: 

70. CaSO, (or H,SO,): heavy white precipitate (Ba 
SO,): insoluble in HCl even on boiling. 

71. K,OrO, added after some HA: yellow precipitate 
(BaCrO,), soluble in warm HCl, insoluble in warm HA. 
(Diff. from Sr.). 

72.+ H,SiF,: semi-transparent precipitate (BaSiF,): the pre- 
cipitate often does not appear in dilute solution until after some 
time, or until the liquid is boiled, or alcohol is added. Shaking or 
stirring this liquid hastens its formation. 

73. Am,C,O,: white precipitate (BaCO,0,). 

74. Flame Coloration: BaCl, gives a yellowish-green 
color to the flame, visible through the indigo-prism. 


* On boiling with AmCl solution, however, the precipitates are 
more or less perfectly dissolved. 


+ A reaction in small type is comparatively unimportant, and 


may be omitted by beginners. 
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The spectrum consists of a number of lines, the most 
characteristic of which are three green lines (4, (7, 7). 


Srrontium (Sr).—Use Sr (NO,),.4H,O. 

75. Am,CO, added after some AmCI: white precipi- 
tate (SrCO,): soluble in HA. This precipitate is floccu- 
lent at first; but if heated it quickly becomes crystalline 
and shrinks very considerably. 

75a. CaSO, (or H,SO,): white precipitate (SrSO,): 
this precipitate does not usually form at once in a cold 
solution, but only after standing for some time. The 
precipitate, however, appears at once on boiling the liquid. 

76. K,OrO, added after some HA: no precipitate, 


since SrCrO, is soluble in HA. 

77. H,SiF,: no precipitate. 

78, Am,C,0,: white precipitate (SrCr,O,). 

79. Flame coloration: crimson-red; this color ap- 
pears intense red through the indigo-prism unless the 
flame-coloration is very faint. 

The strontium spectrum contains many lines; the 
most characteristic are the orange line (4), the red lines 


(4, 7), and the blue line (¢). 


Caxcium (Ca).—Use CaCl,.6H,0. 
80. Am,CO, added after AmCl: white precipitate 


(CaCO,), soluble in HA. This precipitate is flocculent 
at first, but on standing for some time or on being gently 
heated, it shrinks considerably and becomes crystalline. 

81. CaSO,: no precipitate even on standing or on 
being boiled. 

82. H,SO,: white precipitate (CaSO,) forms at once 
in strong solutions, and often in weak solutions on being 
boiled ; but since CaSO, is not quite insoluble in water, 
some of it will always remain dissolved ; prove this by 
boiling the above liquid containing the precipitate and 
filtering it, then keep adding AmHO to the filtrate and 
stirring it until a drop of the solution turns red litmus 
blue and the liquid smells of NH,, then add Am,C,O,, 
a white precipitate will form, showing the presence of 
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Ca (see 85 below) which must have been dissolved as 
CaSO,,. 

83. K,CrO,: no precipitate. 

84. H,SiF,: no precipitate. 

85. Am,C,O0,: white precipitate (CaC,O,), soluble in 
acids except HA and H,C,O,. 

86. Flame Coloration: yellowish-red; this color 
viewed through the indigo-prism does not appear red 
but dingy green, thus differing from that given by Sr. 

In the calcium-spectrum the most characteristic lines 
are the green line (), and the intense orange line (2). 


87. Group IV.—TABLE oF DIFFERENCES. 


The first three tests only need be used for the detection of a mem- 
ber of this group occurring by itself in solution: test 1 serves 
also for solids. 


Tests. Ba—Salts. Sr—Salts. Ca—Salts. 


1.Flame_ colora-)|Greenish yellow. |Intense crimson,|Yellowish red, ap- 


tion. appears red} pears dingy green 
through the in-| through the indigo- 
digo-prism. prism. 


2. CaSO, added to||Animmediatepre- A precipitate a __ 

the cold solution.|| cipitate. pearing only 
after a short 
time or immedi- 
ately on boiling. 


3. KyCrO, added Light yellow pre- 
after HA. . cipitate. 


[4. H,SiF, added. ||White precipitate. 


ee ] 


5. H,SO, added in}| Zntirely  precipi-| Entirely precipi-| Partially precipi- 
excessand boiled.|| tated as BaSO,. | tated as SrSO,. tated as CaSO,; 
hence the filtrate 
from the precipi- 
tate contains a, 
which may be de- 
tected by adding 
AmHO in excess, 
and then Amg‘'394; 
a white precipitate 
forms. 


When analyzing a solution which is known to con- 
tain only one member of this group, its detection by the 
first three of the above tests will be exceedingly simple. 


88. (s.) The separation and detection of Ba, Sr, and 
Ca, when mixed, depends upon the following differences : 
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1. The flame colorations, examined if necessary through 
the indigo-prism, or better by means of the spectroscope. 

2. The difference in behavior with CaSO,, which at 
once indicates the presence or absence of Ba. 


3. The separation of Ba, if present, by K,CrO, in the 


presence of HA. 

4. The precipitation of Sr by CaSO, on being boiled, 
which will indicate the presence of Sr in the absence, or 
after the separation, of Ba. 

5. The precipitation of Sr, if present, by boiling with 
H,SO, ; sufficient CaSO, then remaining in the solution 
to give, after making the filtrate alkaline with AmHO, 
a precipitate with Am,C,O,. 

89. (s.) A solution which has to be examined for Ba, 
Sr, and Ca, and can contain only these substances, is 
made alkaline, if not already so, by addition of AmHO; 
then Am,CO, is added as long as it is seen to cause any 
precipitate ; the liquid is then filtered (23), and a little 
more Am,CO, added to the clear filtrate; if any further 
precipitate forms, more Am,CO, is added and the liquid 
is again poured through the same filter, pouring the first 
portion of the filtrate once more through the filter as it. 
is sure to come through turbid. As soon as the filtrate 
gives no further precipitate with Am,CO,, all the mem- 
bers of this group which were present in the solution 
have been precipated as carbonates, and on filtration are 
obtained on the filter. The precipitate is then examined 
by Table IV (438). 

Note. —In using the group tables in Section VI it must be un- 
derstood that they are drawn out to meet the case of all the mem- 
bers of the group being present. If therefore in any case no pre- 
cipitate forms on addition of a reagent, the substance or substances 
whose presence would have been indicated by the formation of the 
precipitate must be absent. Hence a filtration which is directed 


to be made is often unnecessary, and the solution itself is treated as 
is directed for the filtrate. 


GROUP III a.—_IRON GROUP. 


90. This group includes Al, Fe, Cr. 

The members of this group differ from those of Groups ~ 
III ps, LV, and V, by being precipitated by AmHO 
after addition of AmCl; they are not precipitated how- 
ever by the group reagents for Groups II and I. 
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This group is also precipitated by Am,S, or by H,S 
added to the alkaline solution. 

Group III a further differs from Group IIIB in 
being completely precipitated by adding BaCO, shaken 
up with water; this reagent affords the most perfect 
means of separating the two groups. 

The members of this group show no characteristic 
flame colorations; but, with the exception of Al, they 
give borax beads of characteristic color. 


Axtuminium (Al).—Use AlAm(SO,),.12H,O or AIK 
(SO,),.12H,O, ammonia- or potash-alum. 

91. AmHO: white flocculent precipitate (Al,Ho,), 
which is seen best on boiling the liquid: soluble in HCl 
and in HA; slightly soluble in AmHO, especially in 
the absence of AmCl. 

2A1Am(SO,), + 6AmHO = Al,Ho, + 4Am,SO,. 

92. KHO added in very small quantity: same pre- 
cipitate as AmHO: soluble in excess of KHO. If toa 
part of the KHO solution HCl be added gradually 
until it is neutral, the Al,Ho, is precipitated again ; 
if more acid is added the precipitate dissolves, but is 
precipitated again by adding AmHO in excess. From 
another portion of the KHO solution the Al,Ho, may 
be reprecipitated by addition of sufficient AmCl. 

93. Am,S: same precipitate (Al,Ho,), H,S gas coming 
off or remaining dissolved in the liquid : 

2A1Am(SQO,), + 3Am,S + 6H,0 = Al.Ho, 
: + 4Am,SO, + 3H,S. 

94. Blowpipe Reaction. —Some solid AlAm(SQ,).. 
12H,0 heated on charcoal in the outer blowpipe flame, 
then moistened, after cooling, with Co(NO,), solution 

and again heated in the outer flame, gives a fine blue mass. 


95. Iron (Fe). Note.—Two classes of iron compounds 
are known, which differ in appearance and properties, 
and behave differently with reagents; they are distin- 
guished as ferrous and ferric compounds respectively, 
the former being supposed to contain the metal ferrosum 
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(Fe’’),* the latter ferricum (Fe’’’). It.is usual in stating 
analytical results to mention in which state of combina- 
tion the iron exists, and therefore some distinctive tests 
are described below (101). The whole of the reactions 
of ferrous compounds are not given, because Fe, if pres- 
ent, is always separated and detected in the course of 
analysis as ferricum, and ferrosum is tested for by special 
reactions in the original substance. Ferrous are readily 
converted into ferric compounds by boiling for a short 
time with a little strong HNO,, or with HCl and a crys- 
tal of KCIO,. 


Ferricum (Fe’’’).—Use Fe,Cl,. 

Ferrie salts are usually yellow or reddish-yellow ; 
ferrous salts usually pale green, or white, if perfectly dry. 

96. AmHO (or KHO): reddish-brown, flocculent pre- 
cipitate Fe,Ho,: insoluble in KHO, soluble in HCl. 

97. Am,S: a black precipitate (FeS), mixed with 
white S: soluble in boiling acids; insoluble in KHO: 


Fe,Cl, + 3Am,S = 2FeS + 8+ 6AmCI. 

In a very weak solution of Fea green color is pro- 
duced at first by Am,S, and the black precipitate sep- 
arates only after a time. 

98. H,S:+ same black precipitate in alkaline solutions: 
in neutral or acid solutions S precipitates, and the ferric 
is changed to a ferrous salt, the color of the solution 
changing from yellow to pale-green as is seen after boil- 
ing and filtering. 

Fe,Cl, + H,S — 2FeCl, + 2HCI +8. 

Blowpipe Reactions.—These are the same for ferrous 
as for ferric compounds. 

99. Fused with Na,CO, on charcoal in the inner flame, 
a gray magnetic powder is left (see 33 a); this is shown 
to be magnetic by being attracted when touched under 


* This suatinetinn of the two conditions of Fe and other slack nts 
by dashes or Roman numbers placed above the symbol, first pro- 
posed by Odling, is very convenient for brevity. 

+ HS may be added as a solution of the gas in trying the reac- 
tions; ‘in the course of analysis the gas is usually passed into the 
liquid. 
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water by the end or pole of a magnet, or by a magnet- 
ized knife-blade. 

Outer flame: reddish-brown while 
hot: yellow when 
cold. 

100. Borax Bead:{ Inner “ greenish bead (the 
color of common 
green bottle 

_ glass). 
101. DistinctivE Tests For FERROUS AND 
FERRIC SALTs. 


Note.—For these tests several drops of dilute HCl should be 
first added to the Fe solution. 


Ferrous Salts. 
Ferric Salts. (For Ferrous Salt use 


Reagents to be 
added. FeS0Q,.7H,0 solution.) 


1. Ky FeCy, added || Dark-blue precipitate (“ Prussian | Light-blue precipitate, be- 
in small quan-|| blue”): insoluble in HCl,*sol- | coming dark-blue in the 
tity. uble in Hg,0,, and slightly | air, or on addition of 

soluble in K,FeCy, added in| HNOQOs or Cl-water. 

excess: turned brown by 

KHO. 


2. Kol FeOy,): No precipitate: the solution |Dark-b/ue recipitate 
sitiescst darkens, but on dilution with | (“Turr bull’s = Blee”); 
water is seen to contain no| insoluble in HCl. In 
precipitate. very dilute solution 
only a dark bluish-gray 
color is produced. 


3. KCyS. Blood-red coloration: no pre-|No red coloration unless 
Hi breed gs theliquid | small quantities of fer- 

being perfectly clear on dilu-| ric salts are present, 

tion; the color is imm»di- 

ately destroyed by adding 

HgClq solution in sufficient 

quantity; its production is 

also hindered by HNO, and 


by HA. 


Curomium (Cr). Use CrK(SO,),.12H,0. 


Chromic salts are usually green or violet in color. 


102. AmHO: pale bluish-green precipitate (Cr,Ho,): 
if AmHO is added in large quantity and the liquid is 


* The solubility and insolubility of this precipitate must be 
shown by warming sepurate portions of the blue liquid containing 
the precipitate with HCl, H,C,0O, snd K,FeCy,, then separately 
filtering each: if the precipitate has been dissolved, the filtrate 
will be dark-blue. 
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heated, some of the precipitate is dissolved, producing a 
beautiful violet-red solution whose color is best seen after 
filtering ; but from this solution the Cr,Ho, is precipi- 
tated again on boiling the liquid for several minutes in 
a porcelain dish. 

103. AHO added in small quantity gives the same 
precipitate (Cr,Ho,): if more cold KHO is added the 
precipitate is entirely dissolved to a green fluid; on 
diluting this liquid with water and boiling for several 
minutes, the Cr,Ho, is precipitated again, and the liquid 
becomes colorless: AmCl added to the KHO solution 
also precipitates again the Cr,Ho,. 

103 a. If to some of the green liquid, obtained by 
adding K HO in excess to the chromium solution, a little 
red-lead or lead-peroxide (PbO,) is added, and the liquid _ 
is then boiled, a yellow liquid is obtained from which a 
yellow precipitate (PbCrO,) is thrown down by addition 


of HA in excess. 

104. Am,S precipitates Cr,Ho,: H,S gas being given 
off or remaining dissolved. The reaction is similar to 
that with AlAm(SO,), par. 93. 

105. Blowpipe Reaction If Na,CO, and KNO, be 
mixed with some solid CrK(SO,), or with the dried pre- 
cipitate produced by AmHO or KHO, and the mixture 
be fused on a piece of platinum foil or in a porcelain 
crucible or lid, or in a loop of platinum wire as was 
directed for the borax bead (31), a yellow mass is formed 
colored by Na,CrO,. If this yellow mass is dissolved 
by boiling it with water, a yellow solution is obtained : 


this solution, if made acid with HA and boiled for a few 


_ minutes to drive off CO,, gives with PbA, solution a 
yellow precipitate of PbCrQ,. 


106. Note.—Cr forms two classes of compounds: in one class 
Cr in combination with oxygen functions as an acid radicle: this 
class includes the chromates such as K,CrO, and K,Cr,O,, they are 
usually yellow or reddish in color; but Cr also forms a series of 
salts in which it acts as a base; these are usually green or violet, 
and give the above reactions for Cr. The latter compounds pass 
by oxidation into the former, as in reactions (103a) and (105) 
where the oxidation is caused by PbO, and KNO, respectively. 
Chromates pass by reduction into the green compounds ; examples 
of this change will be found under the tests for chromic acid (286). 
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This reduction of chromic acid causes it to be detected in the 
course of analysis as a base, and a special experiment has to be 
erformed to ascertain whether the Cr was present originally as a 


ase or as an acid radicle. 
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Tests. Al—Salts. 

a. For liquids. 

1. Add AmHO. || White floecu- 
lent precipi- 
tate. 

2. Add KHO. White flocen- 
lent precipi- 
tate, easily 
soluble in ex- 
cess of KHO. 

8. Add KCyS —_—— 

and a_ few 
drops of HCI. 


b. Blowpipe tests 
Sor solids, 

4, Fuse with 
Nag(O, and 
KNOs;0n pla- 
tinum foil. 


5. Heated on||In the outer 


charcoal. 


6. Fused in bo- 
rax bead. 


flame when 
cool if moist- 
ened with Co 
(NOs, solu- 
tion and re- 
heated 
strongly gives 
a fine blue 
mass. 


Fe’’—Salts. 


Fe”—Salts. 


Reddish -brown | Dingy - green 


flocculent precipitate, 

precipitate. rapidly turn- 
ing orparn 
when left ex- 
posed to the 
air. 

Reddish -brown | The same pre- 
flocculent cipitate as 
precipitate, with AmHO, 
insoluble in insoluble in 
excess of excess of 
KHO. KHO. 

Deep blood-red.| No _ coloration 
coloration, unless Fe” is 
destroyed by| also present. 
HgCl, solu- 
tion. 


On cooling, a 
white mass 
of NagCQs re- 
mains with 
dark - brown 
particles of 
F gO. 


In inner flame 
mixed with 
NagCOs gives 
a gray mag- 
netic pow- 
der, (33a.) 


Reddish-yellow 
in outer 
flame. Green- 
tsh-yellow in 
inner flame. 


Same as Fe’”. 


Same as Fe’. 


Same as Fe’”’. 


Cr—Salts. 


Pale-green floc- 
eculent  pre- 
cipitate, col- 
or unaltered 
by exposure 
to air. 


Pale-green pre- 
cipitate, solu- 
ble in excess of 
cold KHO,but 
reprecipitated 
on diluting 
and boiling 
Sor some time. 


On cooling, a 
yellow mass 
remains, ea- 
sily soluble 
in water; the 
solution, af- 
ter havin 
been boil 
with excess 


of HA, gives 
a yellow pre- 
cipitate with 


PbAg. 


Green both in 
outer and in- 
ner flames. 
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‘Members of this group occurring singly are easily dis- 
tinguished by one or other of the above tests, the first 
three serving for liquids, the last three for solids ; tests 
2 and 5 are the best for Al, 2, 4, and 6 for Cr, and 1, 3, 
or 6 for Fe. 

108. (s.) The separation and detection of these three 
substances when mixed depend upon the following differ- 
ences : 

1. The solubility of Al,Ho, in boiling K HO, in which 
Fe,Ho, and Cr,Ho, are insoluble. 

2. The conversion of Cr,Ho, by fusion with Na,CO, 
into soluble Na,CrO,: Fe,Ho, remaining as FeO, 
which is insoluble in water. 

3. The yellow color of the solution of Na,CrO, in 
water, and production of a yellow precipitate by acidify- 
ing it with HA and adding PbA,,. 

4. The blood-red coloration obtained by adding KCyS 
to the Fe,O, dissolved in HCl. 

109. (s.) A solution which may contain Al, Fe, Cr, is 
examined in the following manner : 

To a few drops of the solution acidified with HCl add 
a little K,FeCy,; if a blue precipitate is produced Fe is 
present ; this portion is rejected. Two other small por- 
tions of the solution also acidified are then tested; one 
with K,(FeCy,),, which by giving a dark-blue precipi- 
tate shows the presence of Fe’’; the other with KCyS, 
which if it gives a blood-red color proves the presence 
of Fe’”.. 

Boil the rest of the solution for several minutes, after 
adding a few drops of strong HNO, if Fe’’ is present ; 
add some AmC], then AmHO until the liquid after 
being well stirred is alkaline and smells of NH,; boil, 
filter, and examine the precipitate by Table III a (436), 
disregarding all the appended notes. 


GROUP III s.—ZINC GROUP. 

— 110. This group includes Zn, Mn, Ni, Co; its mem- 

bers differ from those of Group IV and V, by being 

precipitated by Am,S in neutral or alkaline solution, and 
6 
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by HS in alkaline solution; they are not precipitated 
by the group reagents for Groups III a, II,and I. Mn 
is however liable to be precipitated by AmHO, even in 
the presence of AmCl, if the solution stands exposed to 
air for some time. 

The members of this group show no characteristic 
flame colorations, but with the exception of Zn give 
characteristic colors to a borax bead. 

BaCO, does not precipitate this group as it does Group 
III a, unless its members are present as sulphates. 


Zinc (Zn).—Use ZnSO,.7H,0. 

111. Am,S: white precipitate (ZnS): the precipitate 
often appears yellow from the presence of excess of yel- 
low Am,S in the liquid: its true color is seen in the next 
reaction, or by letting the precipitate produced by Am,S 
settle, or by filtering it. For the solubility of this pre- 
cipitate see the end of the next reaction. 

112. H,S:* white precipitate (ZnS): the Zn is only 
partly precipitated from a neutral solution since H,SO, 
is separated and dissolves the ZnS; 


£nS0,+ HS = 7s FHS 
but if an alkali (KHO or AmHO) be added to neutralize 
the H,SO, when it is set free, the Zn may be entirely 


precipitated: addition of NaA also causes complete pre- 
cipitation, since it replaces H,SO, in the solution by 


HA, and ZnS is insoluble in HA: 
ZnSO, + H,S + 2NaA = ZnS + Na,SO,+ 2HA. 


Add HS to some ZnSO, solution made alkaline with 
a few drops of AmHO, and show by adding to separate 
portions of this liquid HCl, HA and Am,S, that ZnS is 
- soluble in HCl, insoluble in HA and in Am,S.+ 


* H,S may be used in this group as sulphuretted hydrogen water. 

+ The tests which show the solubility of the sulphides of this 
group are best tried on the precipitate obtained by AmHO and 
H,S, unless freshly prepared colorless Am,S can be obtained, since 
from yellow Am,S acids precipitate sulphur. 


pa ae rere att 
a A ee : 
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113. AHO added in small quantity gives a white 
precipitate (ZnHo,): if more KHO is added, this pre- 
cipitate dissolves; the ZnHo, is however precipitated 
again as such by adding much water to this solution and 
boiling it, or as ZnS by passing H.S gas into it. 

114. Solid ZnSO,.7H,O powdered with Na,CO, in a 
mortar, then heated on charcoal in the inner blowpipe 
flame, gives a white incrustation on the charcoal, which 
is yellow whilst hot. It cannot be driven away by the 
outer blowpipe flame, but is easily removed by the inner 
flame. If this incrustation, on cooling, is moistened 
with cobalt-nitrate solution and strongly heated in the 
outer blowpipe flame it becomes green. 

‘Note.—The above changes of color are more distinctly obtained 
by igniting a little solid ZnSO, in the outer blowpipe flame on 
charcoal, it is yellow whilst hot, and white when cold: if moist- 


ened with Co(NO,), solution, and reheated in the outer flame, it 
becomes green. 


MANGANESE (Mn).—Use MnCl, or MnSO,. 


Manganous salts are usually of a pale pink color. Alkaline 
manganutes are green, permanganates purple. 

115. Am,S: flesh-colored or pinkish precipitate 
(MnS): the liquid should be filtered, since the precip- 
itate often appears discolored by the yellow Am,S, the 
color of the precipitate on the filter is then easily seen ; 
the color of the moist precipitate darkens to brown on 
standing in the air upon the filter. 

For the solubility of this precipitate see Exp. (116). 

116. HS precipitates MnS partly from neutral solu- 
tions, entirely from alkaline solutions, but not at all in 


presence of free HCl or HA: show with separate por- 
tions of the MnS precipitate, obtained by adding H,S 
solution to the liquid after some AmHO, that MiS is 3 


soluble in HCl and in HA, but insoluble in Am,S. 

117. KHO: white precipitate (MnHo,), quickly 
turned brown by pouring the liquid containing the pre- 
cipitate into a white porcelain dish or upon a filter : the 
precipitate is insoluble in excess of KHO. 
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118. AmHO gives the same precipitate, but if suffi- 
cient AmCl is first added, AmHO produces no imme- 
diate precipitate, the solution, however, on standin 
exposed to the air turns brown, and the Mn is gradually 
precipitated as brown Mn,Ho,. 

118 a. Pour a little MnSO, (not MnCl,) solution upon 
some red or brown lead oxide (PbO,), add HNO,, which 
must be quite free from Cl, boil the mixture and allow 
the powder to settle; the clear liquid is colored deep red 
by the formation of permanganic acid (HMnO,). The 
production of the color is prevented by the presence of 
chlorine in any soluble form of combination. 

119. Blowpipe Tests.—If some solid MnCl, be fused 
in the outer flame with a mixture of Na,Co, and a little 
KNO,, a bluish-green mass is obtained on cooling. The 
mixture may be fused on a piece of platinum foil by 
heating the lower surface of the foil with the blowpipe 
flame; or a bead of the Na,CO, and KNO, mixed may 
be made in a loop of platinum wire, and the experiment 
tried just as with a borax bead, heating it in the extreme 
tip of the outer flame. 


119 a. Fused with Na,CO, on charcoal in the inner flame a gray 
magnetic powder is obtained (33a). 


120. Borax Bead.—Use very little* solid MnCl, : 


Violet-red bead whilst hot. 


ty the outer Aame Amethyst-red on cooling. 


In the inner flame.—A colorless bead. 


Nicket (Ni).—Use NiSO,.7H,0. 


Nickel salts are usually pale bright green in color. 


121. Am,S: Black precipitate (NiS); add more yel- 


* Borax beads are often opaque from the use of too much sub- 
stunce; in such a case fuse the bead in the blowpipe flame, then 
by a sudden jerk throwsome of the fused mass off, and fuse again 
the remaining portion with fresh borax; repeat this if necessary. 
The fused bead may also be flattened by squeezing with small pin- 
cers. 
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low Am,S,* boil and filter; a brown filtrate runs through, 
colored by NiS dissolved in the excess of Am,S; pour 
this filtrate into a porcelain dish and boil for some time, 
adding distilled water if necessary to prevent the dish 
becoming dry; the black NiS will be precipitated and 
may be filtered off, giving a colorless filtrate. If HA is 
added to the dark filtrate until it is acid, the NiS is also 
precipitated from it. 

122. H,S: black precipitate (NiS) in neutral solutions 
or in solutions acid with HA, but HCl prevents the pre- 
cipitation ; show with portions of the liquid containing 
Nis, obtained by adding H.S to NiSO, solution to which 
a little AmHO has been added, that NiS is insoluble in 


cold dilute HCl and in HA, Sit soluble when heated 
with HCl after adding a crystal of KCIO,. 

123. KHO: light-green precipitate (NiHo,). 

124. AmHO added in very small quantity ; bluish- 
green precipitate (NiHo,) ; soluble in excess of AmHO 
to a violet-blue liquid ; soluble alsoin AmCl. If AmCl 
be first added AmHO causes no precipitate. 

125. AKCy added in small quantity gives a yellowish- 
green precipitate (NiCy,); by further addition of KCy 
this precipitate is redissolved, but HCI again precipitates 
-NiCy, from this solution. 

126. If some nickel sulphate solution is made acid, 
with several drops of HCl, then KCy gradually added, 
whilst stirring or shaking the liquid, until the precipi- 
tate is redissolved, and the solution thus obtained is 
boiled for a short time, then cooled and divided into two 
parts; HCl added in excess to one part will produce a 
precipitate of NiCy,, often only appearing after a short 
time; Na,Cl,O, or Br-water after excess of NaHO, added 
to the other part will give on warming a black precipi- 
tate (Ni,Ho,). 

127. Blowpipe Reactions.—Solid NiSO,.7H,O pow- 
dered with Na,CO, in a mortar and then fused on char- 


* The Am,S must be yellow; colorless Am Ss" does not dissolve 
Nis. 
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coal in the inner blowpipe flame, leaves a gray powder 
which is attracted by the magnet. (See 33 a.) 
128. Borax Bead. 


whilst hot. 
Pale yellow on cooling. 


In outer flame 


In inner flame, after being 
heated for some time. 


{ Blackish or opaque bead. 


CoBautT (Co).—Use Co(NO,),.6H,0O. 
Cobalt salts are usually reddish-pink in color. 


130. Am,S: black precipitate (CoS) ; on adding much 
Ain,S, boiling and filtering, the filtrate is colored yellow 
by Am,S and is not dark-colored, since CoS is insoluble 
in Am,S (difference from NiS). For the solubility of 
CoS see Exp. 131. 

131. H,S: black precipitate (CoS), only forms in alka- 


line solutions or in solutions acid with HA; HCl pre- 
vents the precipitation. Add H,S-water to some Co(NO,), 
solution, first made alkaline with a few drops of AmHO, 
and pour into separate portions of this liquid HCl and 
HA, the precipitate does not dissolve; to the portion 
containing HCl add a crystal of KCIO, and heat, the 
precipitate dissolves readily. 

132. KHO: blue precipitate (CoHo,), turning green 
if poured out upon a watch-glass and allowed to stand 
in the air, and becoming pale red on being boiled; the 
red color is, however, frequently more or less masked by 
a brown cobalt hydrate precipitated at the same time. 

133. AmHO: bluish-green precipitate, having the 
same properties as that given by KHO, soluble in AmC1; 
hence if AmCl is added before AmHO no precipitate is 
produced. 

134. AK Cy added in small quantity gives a reddish- 
brown precipitate (CoCy,); add more KCy slowly and 
whilst shaking the solution the precipitate dissolves ; now 
add HCl, the CoCy, is precipitated again. 

135. If some Co(NO,), solution is made acid with a 
few drops of HA, then KCy added slowly until the pre- 


\ Violet or sherry-red bead 


a 


ae a e Pan. = 
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cipitate at first formed just redissolves, and the liquid is 
boiled until no smell of HCy is evolved, then cooled and 
divided into three parts, it will be found that neither 
HCl, nor Na,Cl,O, nor Br-water with excess of NaHO 
solution, produces a precipitate on warming the liquid. 
[ Difference from Ni, see (126). ] 


Note.—The difference of behavior of the Ni and Co solutions 
which have been boiled with excess of KCy, is due to the fact that 
NiCy, forms with KCy a feeble compound (NiCy,.2KCy) which is 
soluble in water, but is easily decomposed, whereas CoCy, forms 
with KCy in the air the very stable soluble compound K,(CoCy,), 
*¢ Potassium Cobalti cyanide.” 


136. Blowpipe Reactions.—Fused with Na,CO, on charcoal in 
the inner flame, Co(NQ,), gives a gray metallic powder attracted 
by the magnet (33 a). 

137. Borax Bead.—Strong solution may be employed, . 
the bead being dipped into it. Fine blue bead in both 
inner and outer flames, opaque if too much Co(NQ,), has 
been used. : 


TABLE OF DIFFERENCES. [138. 
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139. When a solution is to be examined for only one 
member of this group, its detection by one or more tests 
in the above table will be very easy. The precipitate 
with Am,S is distinctive; ZnS and MnS being easily 
recognized by their different colors; NiS and CoS, which 
differ from ZnS and MnS by being black, are distin- 
guished from one another by the solubility of NiS in 
excess of Am,S, the liquid therefore gives a brown fil- 
trate. KHO also gives characteristic precipitates with 
each of these substances. The most distinctive tests for 
Ni and Co are 3 and 5 for Zn and Mn, 2, 4, and 5. 

140. (s.) The method for separating and detecting Zn, 
Mn, Ni, Co, when mixed, depends on: 


1. The solubility of NiS in yellow Am,S; ZnS, MnS, 
and CoS being insoluble.* NiS is precipitated from this 


solution by boiling or by addition of HA, and its pres- 
ence confirmed by fusion in a borax bead. 

2. The solubility of ZnS and MnS in cold dilute HC}, 
NiS and CoS beirg almost insoluble. (Note 1.) 

3. The solubility of ZnHo,, in cold KHO, in which 
MnHo, is insoluble ; white ZnS is then precipitated from 
this solution by HS. 

4. The production of a bluish-green mass by fusing 
MnHo, with Na,CO, and KNO,. 

5. The difference of behavior of the KCy solution of 
Ni and Co with Na,Cl,O (or with Br-water and excess 
of NaHO); and the marked difference in their borax 
beads. (Note 2.) 


Note 1.—Mn may also be separated from Ni and Co by passing 


H,S into the solution containing free HA; Mn remains in solu- 
tion, NiS and CoS are precipitated. 

Jote 2.—A modification by Henry of Rose’s method for sepa- 
rating Ni and Co is also to be recommended ; it depends upon the 
fact that, whilst Co is precipitated as Co,Ho, by BaCO, in presence 
of Br, Ni remains in solution. Thesulphides are dried and then 
strongly ignited in an ore porcelain crucible; the metals remain- 
ing as oxides are dissolved by boiling with a little strong HCl]; 
carbon is filtered off if necessary, and to the clear solution, after 
being cooled and mixed with Br-water, excess of BaCO, is added 


* In order to ascertain whether the precipitate has been dis- 
solved, filter and observe whether the filtrate is dark in color. 


6* 
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in a small corked flask; the flask is then well shaken and allowed 
to stand for about half an hour; on filtering, Co if present is de- 
tected in the precipitate by the borax bead; Niis precipitated from 
the filtrate by heating it with KHO, filtering and confirming the 
presence of Ni in the precipitate by fusing a portion of it in the 
borax bead. 


141, (s.) A solution is examined for Zn, Mn, Co, Ni, 
by adding AmCl to it in a boiling tube, then AmHO, if 
necessary, until it is alkaline; then Am,S until, after 
being well stirred or shaken, the liquid smells of it. 
The liquid is then boiled, a few drops are poured upon 
a filter and the color of the filtrate noted ; if it is color- 
less sufficient Am,S has not been added, more Am,S is 
then to be poured in, and the liquid again boiled. When 
_a few drops run through the filter brown or vellow in 
color, Am,S has been added in excess, the whole is boiled 
and filtered, and the precipitate examined by Table III B 
(437); the filtrate if yellow is rejected, if brown it is 
examined for Ni according to (431). 


GROUP II a.—COPPER GROUP. 

142. This group includes Hg’’, Pb, Bi, Cu, Cd; its 
members differ from those of Groups III a, Ili B, IV, 
and V, in being precipitated by H,S in acid solutions. 
With the exception of Pb, which in a strong solution is 
partially precipitated by HCl, the members of this group 
are not precipitated by HCl. 

The sulphides differ from those of Group II B, by 
being insoluble in Am,S or KHO. If very much acid 
is present, H,S does not precipitate the members of this 
group readily or completely, they are precipitated how- 
ever on dilution. 


Mercuricum (—’’Hg’’).—Use HgCl,. 

143. Hg forms two series of compounds distinguished 
as Mercurie and Mercurous; the mercury in these two 
states behaves differently with reagents, and may be dis- 
tinctively called Mercuricum and Mercurosum; in the 
latter state it is classed under Group I. 


7 
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144. H,S:* black precipitate (HgS); if the H,S so- 
lution is added slowly, the precipitate is first white, then 
brown or orange, and ultimately becomes black ; these 
changes of color during the addition of H,S are charac- 
teristic of mercuric salts. Filter and wash the precipi- 
tate; place portions of it in three test-tubes; boil one 
portion with strong HNO,, and another with strong 
HCI; the precipitate is not dissolved by either acid ; 
mix the contents of the two tubes and warm again, the 
precipitate will now dissolve; boil the third portion with 
Am,§S; the precipitate does not dissolve. Hence HgS is 
insoluble in hot strong HNO,, in hot strong HCl, and 
in Am,S, but is easily soluble in a mixture of HNO, and 
HCl (“aqua regia”). 

145. SnCl,: white precipitate (Hg,Cl,); if more SnCl, 
is added and the liquid boiled, the white precipitate be- 
comes gray and consists of fine particles of Hg; if the 
liquid be decanted and the gray precipitate be then boiled 
with strong HCl, the Hg particles unite to globules visi- 
ble by a lens or frequently to the naked eye. 


2HegCl, + SnCl, = Hg,Cl, + SnCl,. 
Hg,Cl, + SnCl, = 2Hg + SnCl,. 


146. Ow: If a small strip of copper sheet or a copper 
coin, whose surface has been polished and cleansed by 
rubbing it with sand-paper, be immersed in some HgCl, 
solution made acid with a drop or two of HCl, it will 
soon become coated with a gray film of Hg: 


HgCl, + Cu = Hg + CuCl.,. 
If the surface of the Cu, after having been immersed 
for several minutes, is dried and rubbed hard with a 


cloth or piece of wash-leather, it will appear more or 
less whitened like silver, the liquid metal Hg having 


* A test-tube half full of the solution must be used in order to 
get sufficient precipitate for the experiments below. This remark 
applies also to the liquid used for obtaining the H,S precipitate 
with the other members of this group. 
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formed in a test-tube, or better in a small hard-glass 
tube sealed at one end (10), globules of Hg are sublimed 
upon the cool sides of the tube. 

147. Mix a little solid HgCl, intimately with about 
three times as much Na,CO,, by powdering them to- 
gether in a mortar, or with a pestle on a watch-glass. 
Pour some of this dried mixture into the bottom of a 
piece of perfectly dry hard-glass tubing closed by being 
drawn out (10) at one end (see note below), and cover 
the mixture with a small layer of Na,CO,; now heat 
strongly first the layer of Na,CO,, then gradually the 
mixture; Hg will sublime, condensing in globules on 
the sides of the tube. Sometimes the globules are so 
small that the layer appears as a gray film; they may 
be united into visible globules by rubbing the film with 
a splinter of wood or with a thin glass rod (11a), or 
the separate globules may be seen by the use of a pocket 
lens. : 

Note.—The powdered mixture is best dried by spreading it out 
upon a watch-glass and placing it in a steam or water-oven; it 
may be dried also by supporting it on the filter dryer (25) at some 
height above a small flame. A powder such as the above is most 
easily placed in a narrow closed tube by alternately scooping the 
powder up with the mouth of the tube, and tapping the tube so as 
to shake the powder to the bottom; or by turning the powder out 
upon a piece of note-paper folded over into a trough and pouring 
it thence into the tube, holding both over the watch-glass to catch 
any substance which falls. Both the inside of the tube and the 
powder must be perfectly dry, else some powder obstinately adheres 
to the sides of the tube and obscures the Hg sublimate. The heat- 
ing must never be commenced until the sides of the tube are per- 
fectly cleansed if necessary with a twisted slip of filter-paper or a 
wooden match; also if any drops of water condense on the inside 
of the tube during the first stage of the heating they must be re- 
moved by a twisted piece of filter-paper, or by a small piece of 
filter-paper rolled round a wooden match or a thin piece of wire. 


148. Heat a little solid HgCl, in a tube closed at one 
end; the substance sublimes in white fumes, since Hg 
compounds are volatile. 


Leap (Pb).—Use PbA,.3H,O dissolved in water to 
which a little HA has been added. 
149. H,S: black precipitate (PbS); this precipitate is 


; 
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red if much hydrochloric acid is present in the solution, 
but becomes black on diluting with water and passing 
HS, or on adding more HS solution. Filter or decant, 
and show with separate portions of the precipitate that 
PbS is insoluble in KHO or Am, soluble in boiling 
dilute HNO,, but converted by boiling strong HNO, 
into insoluble PbSQ,. 

150. HCl: white precipitate (PbCI,), forms only in 
cold and strong solutions; on boiling, the precipitate 
dissolves,* but the PbCl, separates again in beautiful 
erystals on cooling. 

151. H,SO,: white precipitate (PbSO,) ; this precipi- 
tate is much less soluble in dilute H,SO, than in water, 
hence H,SO, should be added in excess toa pretty strong 
solution of Pb; pour off into two test-tubes and let the 
liquid stand ; decant the liquid from the precipitate, and 
show that the precipitate may be dissolved by pouring 
upon it HA or H,'l, then AmHO in excess, and _ boil- 
ing; show also that it is dissolves in boiling strong 
HCl. 

152. K,CrO, (or K,Or,0,); yellow precipitate (Pb 
CrO,); pour off into two tubes and show that the pre- 
cipitate is soluble in KHO, but insoluble in HA. 

153. Blowpipe Reaction.—Mix well some powdered 
PbA,.3H,0 with about twice as much Na,CO,; heat the 
mixture in a cavity on a piece of charcoal in the inner 
flame ; a yellow incrustation will form around the cavity 
and small bright white globules of Pb will be seen within 
it. The inerustation is readily removed when heated in 
the inner blowpipe flame, coloring the flame azure-blue. 
Detach one of the globules with the point of a knife, 
place it on the bottom of a mortar turned upside down 
and give it a smart blow with the pestle; it flattens out 
without breaking into powder, because Pb is malleable 
not brittle. If one of the globules be fixed upon the 
point of a penknife, it will be found by gentle friction 
on paper to mark it as a black lead-pencil does. 


* If the precipitate does not entirely dissolve, add a little water 
and boil again. 
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BismutH (Bi).—Use Bi(NO,),.5H,O dissolved in 
dilute HCl. 

154. H,S: brownish-black precipitate (Bi,S,); let 
stand, and decant most of the water; then pour some of 
the precipitate into three test-tubes, and show that it is 
insoluble in Am,S and in KHO, but soluble in strong 
HNO, 

2Bi(NO,), + 3H,S = Bi,S, + 6HNO,. 


155. AmHO (or KHO): white precipitate (Billo, ; 
pour off a small quantity of the liquid and precipitate 
into a tube, add much AmHO and warm, the precipi- 
tate is undissolv red; filter off the rest of the precipitate 
and dissolve it by pouring upon the filter a few drops of 
hot dilute HCl; keep this solution. 

156. HO: pour the HCl solution obtained from the 
last reaction, or some of the original solution, into a 
large quantity of distilled water contained in a beaker ; 
on stirring and letting stand a milkiness appears, due to 
the formation of BiOCI: 


BiCl, + H,O = BiOCl + 2HCl. 


Pour a little of the milky liquid into two test-tubes ; 
warm one portion after adding to it a little strong HCl, 
the precipitate dissolves: to the other add H,'l'and warm, 
the milkiness remains (difference from SbOCI1). If but 
little Bi is present this milkiness often only appears after 
stirring and letting the liquid stand for five or ten min- 
utes. 

157. K,CrO, or K,Cr,O, (see note below): yellow 
flocculent precipitate [ Bi,(CrO,),]: add KHO, the pre- 
cipitate does not dissolve (difference from PbCrO,); it 
dissolves completely in HCl or HNO, added in excess. 

Note.—Since this precipitate is soluble in HCl, and HCl is 


present in the Bisolution used, the free HCl must first be removed 
by dissolving in a little of the Bi solution a sufficient quantity of 


solid NuA ; the free HCl is thus replaced by HA, which does not 
dissolve the precipitate : 


NaA + HCl = NaCl + HA. 
158. 7,SO,: no precipitate. 
159. Blowpipe Reaction.—A. mixture of paigdlesad Bi 


~~ 
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(NO,), and Na,CO, heated on charcoal in the inner 
flame, gives an incrustation orange-red whilst hot, yellow 
when cold; also white globules of Bi, which are very 
brittle, being crushed to powder by a sharp blow with a 
pestle (153). 


Copper (Cu).—Use CuSO,.6H,O. 


Copper salts are usually either blue or green in color; their color 
commonly becomes very pale or disappears when the salts are thor- 
oughly freed from water of crystallization. 

160. H,S: brownish-black precipitate (CuS) : filter, 
keeping the funnel carefully covered with a glass plate, 
as air quickly oxidizes CuS to CuSO, which dissolves 
and runs through with the filtrate. Place some of the 
precipitate in five test-tubes and show that it is insolu- 
ble in KHO, in Am,S, and in boiling dilute H,SO,, but 
dissolves in boiling H NO, (dilute or strong), and in KCy 
solution. 

161. Am HO added in very small quantity : a greenish- 
blue precipitate ; if more AmHO is added this precipi- 
tate dissolves, yielding an intensely blue liquid contain- 
ing (N, CuAm, H 280, which becomes again light-blue 
on adding an acid in excess, 

162. HSO,: no precipitate. 

163. K,FeCy,: reddish-brown precipitate (Cu,FeCy,), 


insoluble in HA; the color is best seen by doing the 
reaction in a white porcelain dish. In very dilute solu- 
tion only a reddish color is produced. 

164. Fe: a bright strip of steel or iron, such as the 
blade of a penknife, freed from grease by rubbing with 
sand-paper or by boiling in a little dilute KHO and 
washing, when dipped into CuSO, solution made acid 
with a few drops of H,SQ,, is covered with a red film of 
Cu after a time. 

165. Zn and Pt: a strip of bright Zn if placed upon 
.a piece of platinum foil or wire in some CuSQ, solution 
contained in a porcelain dish or watch-glass, causes a red 
film of Cu to deposit on the platinum: the CuSO, solu- 
tion should be first made acid with a few drops of 


H,SO,. 
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166. Blowpipe Reactions.—A mixture of powdered 
CuSO,.6H,O and Na,CO, if heated on charcoal in the 
inner blowpipe flame, gives red scales of Cu, which are 
best seen by separating them as directed in par. 33 a. 


In outer { Green whilst hot, blue when 
flame: cold. 

Cy ee Red or colorless bead when 

ree cold, obtained only when 

* | In inner {very little Cu is present, 

flame: | andthe bead is long heated 

| ina good reducing flame.* 


168. Flame Coloration: a loop of platinum wire dipped 
into CuSO, solution, and held in the inner blowpipe 
flame, or in the Bunsen flame gives a green coloration ; 
the flame shows a blue centre, after having been moist- 


ened with HCl. 
Capmium (Cd).—Use CdSO,.4H,O. 


169. H,S: bright yellow precipitate (CdS): boil off 


the H,S, and pour into several tubes; show with these 


separate portions that the precipitate is insoluble in 
Am,S, in KHO, and in KCy solution, but soluble in 
boiling dilute HNO,, and in boiling dilute H,SO,: di- 
lute the H,SO, solution with much water and pass H,S 
for a short time, yellow CdS is again precipitated. 

170. AmHO added in small quantity, best by using 
AmHO much diluted: white precipitate (CdHo,); on 
adding more AmHO the precipitate readily dissolves. 

171. H,SO,: no precipitate. 

172. Blowpipe Reaction. — Powdered CdSO,, mixed 
with Na,CO, and heated on charcoal in the inner blow- 
pipe flame, gives a brown incrustation. 


173. Group II a.—TaB.eE or DIFFERENCES.—(See 
opposite page.) 


* The red bead is much more easily and rapidly obtained by 
fusing a fragment of Sn or Zn into the bead; the former gives a 
clear, the latter a turbid bead. 
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174. The color of the H,S precipitate, and its be- 
havior with strong HNO,, enable the analyst to detect 
one member of this group when present alone: the most 
characteristic special tests for each member of this group 
will be found under its reactions. 

175. (s.) The separation of Hg, Pb, Bi, Cu, Cd, de- 
pends upon the following differences : 

1. The solubility of Bi,S,, CuS, CdS in strong boiling 
HNO,; HgS and PbS being insoluble. 

2. The solubility of PbSO, in HA and excess of 
AmHO; HgS being insoluble. 

3. The solubility of CuHo, and CdHo,, and insolu- 
bility of BiHo,, in excess of AmHO. 

4, The solubility of CdS and insolubility of CuS in 
boiling dilute H,SO,. The insolubility of CdS in KCy 
. solution, in which CuS easily dissolves, furnishes another 
means of separation. 

After having been separated, the presence of each 
metal is confirmed by some special test. 

176. (s.) A solution which may contain Pb, Hg, Bi, Cu, 
Cd, mixed, is first made acid, if not already acid, with a 
little HCI ;* H,S-water is then added, or the gas is passed 
in a rapid stream through the solution for about five 
minutes ; the precipitate is filtered off, the filtrate mixed 
with more H,S-water, or diluted with a little water and 
HS again passed for a short time, to ascertain whether 
all the above metals have been completely precipitated : 
if no further precipitate is produced, the filtrate may be 
rejected ; but in case H,S causes further precipitation 
more H,S solution must be added, or the gas must be 
passed for some time longer, and the liquid poured again 
through the filter, the filtrate only being rejected when 
HS no longer produces any precipitate in it; the pre- 
cipitate is then examined by Table II (435), commencing 
at Group II a (Copper Group), and using only the left- 
hand side of the table. 


* A white precipitate of PbCl,, which may form if the solution 
is very strong, being neglected, since it is readily converted into 
PbS by H,S. 


ee 
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GROUP II 8.—ARSENIC GROUP. 


177, This group includes As, Sb, Sn; its members 
differ from those of Groups III a, III 8, [V, and V by 
being precipitated by HS in a solution made acid with 
HCl; they differ from those of Group I, in not being 
precipitated by HCl. 

The sulphides of this group, which are precipitated 
by HLS, differ from those of Group II a, by being solu- 
ble in Am,S or KHO. 

178, Each member of this group forms two series of 
compounds which resemble each other in many re- 
actions, but also present several differences. The two 
classes are distinguished conveniently by the termina- 
tions -ic and -ous; thus we speak of arsenic and arseni- 
ous acid, 


For arsenious compound use HCl 
solution of As,O,. 
For Arsenic compound use water 


solution of Na,HAsO,.12H,O. 


ARSENIC (As). 


A. TESTS WHICH GIVE ULTIMATELY THE SAME 
RESULT WITH BOTH SETS OF COMPOUNDS. 


The two solutions should be taken in separate test- 
tubes, and a portion of each tried in succession with 
each reagent; the difference of behavior is thus more 
easily appreciated and remembered. 


Arsenic compounds are converted into arsenious by 
boiling with HCl; this explains reactions 179 and 180 
with arsenic solutions. 


128 GROUP II B.—ARSENIC. [179, 180. 


Arsenic solution 


Reagent. Arsenious solution. (Na,HAsO,.12H,0). 


179. H,S. In neutral solutions only a yellow |No precipitate . 


180. Cu: three 


or four nar- 


row slips 
brightly pol- 
ished with 


sand-paper. 


color is produced, but if the so- 
lution is acid with HCl a light 
yellow flocculent precipitate 
(As,S,) forms immediately even 
in the cold. Shake up and pour 
some of the liquid into another 
test-tube and show that KHO 
and Am,S, added to the sepa- 
rate portions drop by drop, dis- 
solve the precipitate, which, 
however, is thrown down again 
on addition of HCl in ex- 
cess.* 


Reinsch’s Test.—If boiled in the 
solution to which some dilute 
HCl has been added, Cu _be- 
comes coated with a black film 
(As,Cu,); if the Cu slips are 
carefully dried by being pressed 
between filter-paper, and are 
heated near the lower end of a 
piece of hard-glass tube open at 
both ends and 4 and 5 inches in 
length, which is held somewhat 
obliquely in the flame or bent as 
seen in Fig. 35 (p. 182), a white 
sublimate of As,O, forms in the 
upper part of the tube; on being 
examined with a lens this is 
seen to consist of white octohe- 
dral crystals. This sublimate 
may be dissolved when cold in 
a little hot water, and the pres- 
ence of As confirmed by tests 
179 and 187. The presence of 


As in the deposit should always 
be confirmed in this way, since 
other metals besides As are de- 
posited on Cu as a black film. 


is produced 
in the cold 
solution aci- 
dified with 
HCl; but if 
theacid solu- 
tion is boiled, 
H,S causes in 
the hot solu- 
tion, first a 
milky  pre- 
cipitate of 5, 
then yellow 
As,5,. 


Thesame depo- 


sit is obtain- 
ed as. with 
As,O, — but 
only when 
strong HCl 
is added and 
the liquid 
boiled. 


* The KHO solution of the precipitate and the As,S, precipitated 
from it by HCl are often discolored by black sulphides formed by 
the action of H,S upon Pb or Fe present as an impurity in the 
KHO: this discoloration may be almost entirely prevented by boil- 
ing the liquid before adding K HO, the free H,S is thus expelled. 
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TESTS DEPENDING ON THE ForMaTION oF ASH. 


Note 1.—As AsH, is a very poisonous gas, the following ex- 
periments with it should be performed in a cupboard provided with 
a good draught, or in the open air. 

Note 2.—Arsenic compounds give these reactions less readily 
than arsenious, but by being boiled with HCl for a short time they 
are converted into arsenious compounds, which then readily answer 
to the following reactions. 


181. Hofmann’s Method.—If some scraps of Zn and 
some dilute HCl, both free from As, be placed together 
in a smal] flask fitted with a funnel-tube dipping below 
the liquid and a de- 
livery-tube, as shown 
in Fig. 33,* H gas 
will be given off either 
at once or on adding 
a little strong HCl; 

ZnCl, 

The hydrogen can be 
made to bubble 
throngh some PbA, 
solution contained in 
a second small flask 
connected with the first by a piece of india-rubber 
tubing; the gas, thus freed from any H,S with which 
it might possibly have been mixed, is then allowed to 
bubble through some AgNO, solution contained in a 
test-tube which is supported in a small beaker; if the 
Zn and acid were free from As, no precipitate or color 
is produced in the AgNO, solution. 

If a little As,O, solution be now poured into the larger 
flask through the funnel, a black precipitate (Ag) will 


Fie. 33. 


* In order to be sure that the corks and tubes fit air-tight, 
moisten the outside of the cork after it has been placed in the 
neck of the flask, and having closed one tube, blow down the 
other. No air-bubbles must be seen or heard to eseape. 

Several of these apparatus may be kept ready fitted in the 
laboratory for general use. 
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begin to form in the AgNO, solution; this is produced 
by the AsH, evolved by the action of the H upon the 
As O,: 

As,O, + 12H = 2AsH, + 3H,0. 


The AsH, on passing into the AgNO, solution, reacts 
thus: 


AsH, + 6AgNO, + 3H,O = 6Ag + H,AsO, 
+ 6HNO,. 


Hence Ag is precipitated, and H,AsO, remains in 
solution. 

As soon as a copious precipitate has been obtained 
the test-tube is removed. It will be best to put by the 
test-tube with its contents to be examined afterwards as 
directed below, and whilst the gas is coming off to pro- 
ceed at once to use it for reactions 182 and 183. 

The liquid in the test-tube is filtered, the precipitate 
rejected, and several drops of AgNO, solution are added 
to clear the filtrate. On mixing with this liquid drop 
by drop some very dilute AmHO (made by pouring 
several drops of AmHO solution into a test-tube, then 
nearly filling up with distilled water and shaking the 
tube) and stirring or shaking after each addition, a 
light yellow precipitate (Ag,AsO, or Ag,HAsO,) will 
be obtained. The formation of this precipitate on ad- 
dition of AmHO, is explained by the fact that H,AsO, 
is in the solution in the presence of AgNO, and also of 
HNO, (see last equation); now AgNO, forms with 
HAsO, a yellow precipitate (Ag,AsO,) if no free acid 
is present in the liquid (see reaction 187); hence on 
neutralizing with AmHO the free HNO, already pres- 
ent, and that which is formed by the action of AgNO, 
on H 3AsO,, the precipitate appears : 


H,AsO, + 3AgNO, + 3AmHO = Ag, AsO; 
“+ 3AmNO, + 3H,0O. 


This precipitate is also readily soluble in AmHO; 


x 
: 
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hence great caution is requisite to use very dilute AmHO, 
and to add it gradually. 

Caution.—Both flasks should be rinsed out each time 
after use, else some of the AsH, may remain in it and 
be driven out in a future operation. 

182. Disconnect the larger flask from the smaller, 
and slip into the india-rubber joint a tube of hard glass 
about four inches in length whose end is drawn out to a 
fine jet and supported on the ring of the retort-stand, as 
shown in Fig. 34; if the gas is not coming off briskly 
pour in through the funnel-tube a little strong HCl, 
and light the gas as it issues from the jet.* The flame 
will differ from that of 
pure H by burning with Fie. 34, 

a bluish tinge, and by : 
giving off white fumes 
of As,O,.+ 

Press down upon the 
flame the inside of a 
porcelain crucible lid or 
of a porcelain crucible 
or dish, a dusky black 
film of As will be de- 
posited upon the cool 
surface; pour upon this 
some Na,Cl,O solution, the stain is rapidly dissolved. 
Warm also a stain of As, obtained inside a porcelain 
dish with Am,S, it will dissolve and on gentle evapora- 
tion will leave yellow As,S,. 

183. Add a little more strong HCl if necessary to 


* If the experiment is performed as here directed, the H will 
have been evolved for some time befure being lighted, and there 
is no fear of an explosion occurring; but if the H is being pro- 
duced for the first time, allow it to escape briskly for four or five 
minutes, and ascertain that a test-tube full of the gas burns quietly 
(see Exp. 8, p. 22) before adding the liquid to be tested for As and 
lighting the gas ut the jet. 

+ If these appearances are not noticeable, pour a little more 
As,O, solution into the flask through the funnel and mix by gentle 
shaking. 
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cause the gas to come off rapidly, light it at the jet and 
heat a point near the middle of the 
a tube strongly (see Fig. 34); a black 
mirror of As will form just beyond the 
part heated by the flame, and the flame 
burning at the jet will meanwhile be- 
come colorless, showing that the arsenic 
has been thus removed from the hy- 
drogen. Heat another point in the 
tube, so as to produce a second mirror; 
then divide the tube between the mir- 
rors, and show by warming one portion 
when cold with some Na,Cl,O; solu- 
tion in a test-tube, that the mirror is soluble in Na,Cl,O; 
show that the other, when heated in the tube held ob- 
liquely in the flame, or bent as shown in Fig. 35, gives 
a sublimate of As,O,. Dissolve the sublimate when’ 
cool in a little hot water, and confirm the presence of As 
by reactions 179 and 187. 


Note.—Tests 182 and 183 were first suggested by Marsh; the 
former is usually known as Marsh’s test. 


183 a. AsH, produces a characteristic color with HgCl, solution. 
Remove the cork from the larger flask and place a stopper of 
cotton-wool in its neck to stop any spirting from the liquid in the 
flask, then cover the mouth of the flask with a small piece of filter- 
paper moistened with HgCl, solution. The paper becomes colored 
first yellow then brown. 

184. If some pieces of Zn or Al be boiled in KHO solution, 
H-gas is evolved which is free from odor, but if a little As,O, solu- 
tion be now added and the liquid be again boiled, a garlic odor is 
evolved owing to the formation of AsH,: : 


Zn + 2KHO = H, + ZnK,0, 
As,O, + 12H = 2AsH, + 3H,0. 


If asmall slip of filter-paper moistened with AgNO, solution and 
placed on the end of a glass rod,* be held in the gas in the mouth 
of the tube whilst the liquid is being boiled, the paper will be 
stained black by the separation of Ag (see reaction 181). 

This reaction does not succeed with arsenic compounds unless 
they are first reduced by boiling with HCl. It is not given by any 
Sb compounds (difference between As and Sb). 


* A simple method of getting a moistened piece of paper on the 
rod is to dip the rod into AgNO, solution ; then gently press the 
paper slip upon it whilst the rod is wet. 
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185. If some solid As,O, or any As compound, be 
mixed with powdered Na,CO, and KCy (or with 


Fie. 36. 


K,C,O,) in a mortar, and a small quantity of the mix- 
ture, after having been dried for some time at a gentle 
heat on a watch-glass, be introduced into a little bulb- 
tube of hard glass (Fig. 36) at least three inches in 
length ; and if the substance be then heated, observing 
the precautions stated in the note under (147), a black 
mirror of As forms in the cooler part of the tube and 
frequently a smell of garlic may be detected at the 
mouth of the tube. If the bulb be cut off and the 
mirror be heated by holding the tube obliquely in the 
flame (Fig. 35), the mirror is converted into a sublimate 
of As,O, crystals. 

186. Blowvipe Reaction.—A mixture of any solid As 
compound with Na,CO, if heated on charcoal in the 
inner blowpipe flame emits a smell of garlic, which is 
noticed if the charcoal is removed from the flame and 
smelt. The flame is colored livid blue. 

A little solid As,O, heated in a small hard-glass tube 
closed at one end is readily “sublimed,” and the sub- 
limate is seen under a microscope or a powerful lens to 
consist of octohedral crystals. 
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B. DISTINCTIVE TESTS FOR ARSENIOUS AND ARSENIC COMPOUNDS. 
Arsenious compound, Arsenic compound. | 
Reagent. Use As dissolved in HCl Use Na,HAs0,.12H,O . 
except for (187). dissolved in H,O. 
187. AgNO,, |Light-yellow precipitate. Brown precipitate. 
several drops: | (Ag HAsO, or Ag,AsO,.) | (Ag,AsO,): show 
3 z _ |This precipitate forms only | that it is soluble 
Note-—For this! on adding carefully, drop| in AmHO and in 
reaction As,Qz dis- ; Me 
solved in boiling| by drop, a little dilute | HNO. 


water is to be em- 
ployed, since HCl 
would yield a pre- 
cipitate of AgCl. 


188.  CwSO,, 
several drops: 


189. CuSO, 
two drops: 
then KHO 
added. 


190. ArmCl, 
AmHO, and 
MgS0O,. 


* As,O, when dissolved in water yields H,AsO,, which cannot give 


AmHO.* Show that it is 
dissolved by AmHO and 
by) “HNO, Sst is -valeo 
appreciably soluble in 
AmNO,: hence, if too 
much AmHO_ has _ been 
added, the precipitate does 
not always form on neutral- 
izing with HNO, 

Vellowish-green precipitate 
(Cu/7HAsO,). 

This precipitate forms only 
on adding dilute AmHO 
carefully, drop by drop :+ 
show that it is soluble in 
AmHO and in HNO, 

The above yellowish-green 
precipitate is first produced, 
but on addition of more 
KHO this dissolves to a 
clear blue liquid, which on 
being boiled deposits red 
Cu,0. 

No precipitate. 


Pale-green precipitate, 


(CuHAsQO,): soluble 
in AmHO and in 
HNO,. 


No clear blue solution 
is obtained, and no 
Cu,0 produced on boil- 
ing the liquid. 


White crystalline pre- 
cipitate (MgAmAsQ,): 
‘if filtered off and moist- 
ened with AgNO, so- 
lution on the filter be- 
comes brown, 


with AgNO, the Ag,AsO, precipitate, because this decomposition would 
liberate HNO, in which Ag, AsO, is soluble; hence the addition of AmHO 
is necessary to neutralize the free acid; but since the precipitate is also 
soluble in AmHO, the latter must be added carefully in only just suffi- 
cient quantity to neutralize the acid. This is best effected by using 
some very dilute AmHO, made by pouring a few drops into a test-tube, 
filling the tube two-thirds with distilled water, then closing it with the 
thumb and inverting it for a moment. This dilute AmHO is to he 
added drop by drop, shaking or stirring the test solution after each ad- 
dition until the precipitate is obtained. 

+ The precipitate produced by CuSO, is soluble in acids; hence the 
HCI present in the solution must be neutralized by careful addition of 
AmHO before the precipitate will appear. 
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Antimony (Sb).— Use SbCl,, or 2(KSbOT).H,O 
(“ Tartar Emetic”), dissolved in dilute HCl. 


Note.—Antimonic compounds give results ultimately identical 
with antimonious in the following eight reactions, except in (192). 
After these reactions, which are so common to Sb in both its sets of 
compounds, are given two which are distinctive: they are, how- 
ever, rarely used and may be neglected by the student. 


191. H,S: orange-red precipitate (Sb,S,): pour into 
two tubes and show that the precipitate is dissolved 
when warmed with pure NaHO or with Am,S, but is 
reprecipitated from these solutions on addition of HCl 
in excess. 

192. If poured into much water, SbCl, solution yields 
a white precipitate or turbidity (SbOClI): this precipitate 
redissolves on adding HCl and warming, and is also 
readily soluble in H,T; in this latter respect it differs 
from the similarly formed BiOCI precipitate (156). 

193. If a few drops of acid SbC), solution be poured 
upon a piece of platinum foil* and a piece of Zn be drop- 
ped into it, a black deposit of Sb will rapidly form on 
the foil. If the foil be rinsed with water and then boiled 
with HCl, the stain remains undissolved, but it is rap- 
idly removed by boiling HNO,. 


TESTS DEPENDING ON THE FORMATION OF SbH,. 


SbH, differs from AsH, in not being poisonous, and in being 
free from smell. 


194. If SbH, gas formed by the action of acid SbCl, 
solution on Zn, is passed into AgNO, solution in a pre- 
cisely similar way to that described for AsH, (181), a 
black precipitate forms (SbAg,): 


SbH, + 3AgNO, — SbAg, + 3HNO,. 


This precipitate is to be filtered off, and the filtrate, 
which will contain no Sb, rejected. Wash the precipi- 
tate four or five times with boiling water upon the filter : 


‘* A slip of platinum foil laid in a watch-glass or porcelain dish, 
or with turned-up edges, may be employed: the inverted lid of a 
platinum crucible is very convenient for this purpose. 


\ 
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then pour upon it boiling dilute H,T solution, which 
will dissolve the Sb, and receive the liquid i in a test-tube ; 
boil it, and pour it once more upon the filter; add HCl 
to the liquid, filter if necessary, and pass HS into it, 
orange-red Sb,S, will be precipitated. 

195. A stain produced by Sb on porcelain, in the 
manner described under (182), differs from the As stain 
in presenting a dead surface and in being insoluble in 
Na,Cl,O ; also when the stain is dissolved by warming 
with Am, JS, the solution if gently evaporated leaves 
orange-red Sb,S,. 

196. The Sb mirror, obtained as described under 
(183), differs from the As mirror in being formed much 
nearer to the flame, and on both sides of the heated part 
of the tube; it may further be distinguished by the tests 
given under (195). This mirror, after oxidation, is also 
insoluble in boiling water: and if dissolved in a little 
boiling HCl the solution gives an orange-red precipitate 
(Sb,S,) when HS is passed into it, whereas the As,O, 
solution gives yellow As,S,. 


196. SbH, if allowed to act on filter-paper moistened with 
HgCl, solution, as described under 188 a for AsHg, yields a grayish- 
br own, stain. 

197, Boiled with Zn or Al and KHO, no SbH, is evolved. 
[ Difference from As; see 184.] 


198. Ifa little solid Sb compound, either KSbOT or 
Sb,O,, be mixed in a cavity on wood charcoal with 
Na,CO, and KCy, and the mixture be heated in the 
inner blowpipe flame, a white incrustation forms on the 
charcoal, and white globules of metallic Sb are obtained, 
which are extremely brittle. The flame is colored pale 
green. If the melted Sb be allowed to stand aside on 
the charcoal, the globule emits a white smoke, and coats 
itself with sharp white crystals of the oxide. 

The two distinctive tests (199, 200) for antimonious 
and antimonic compounds given in the following table 
are seldom used; they may be read through without 
trying the reactions, and may be referred to ‘hereafter if 
required for analytical purposes. 


199-203. ] 
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DISTINCTIVE TESTS FOR ANTIMONIJOUS AND ANTIMONIC 


COMPOUNDS. 


Reagent. 


199. Add excess 
of KHO, then 
AgNOsy solution. 


Antimonious. 
(Use the above solution of 
SbCl in dilute HCl.) 


A dark-colored precipitate, 
which when shaken after 
addition of AmHO leaves 
black Ag,O undissolved. 


200. Add excess of | No iodine is set free; proved 


HCl and warm; 
then pour in a 
little KI solu- 
tion. 


by the liquid not turning 
brown and giving no color 
after — cooled and 
mixed with freshly-pre- 
pared starch solution. 


Antimonie. 

(Use K,Sb,0_ solution ob- 
tained by boiling some 
‘Potassium Metantimo- 
nate” with H,0.) 


A brown precipitate, which 
dissolves entirely on ad- 
dition of AmHO. 


Todine is liberated, giving a 
brown color to the liquid 
and yielding a deep blue 
color when starch solu- 
tion is added to the cold 
liquid. 


Try (Sn).—Stannosum and Stannicum. 
DISTINCTIVE REACTIONS FOR STANNOUS AND STANNIC 


Test. 


COMPOUNDS. 


‘Stannous Compounds. 


Use SnClq.2H,0 dissolved in 


dilute HCl. 


201. Pass H,S. Dark-brown precipitate 


202. HgC),. 


203. AuCl,: 
added after a 
few drops of 
SnCl, solution 
or of Cl water. 


(SnS): pour off two 
portions und show that 
the precipitate is solu- 
ble in KHO and in yel- 
low Am,S on heating; 
and is precipitated again 
by HCl, from the KHO 
solution as brown Sn§, 
from the Am,S solution 
as yellowSns,. SnSdif- 
fers from SnS, in being 
colorless 
Am,S, which readily 


insoluble in 
dissulves Sn§,. 


A white precipitate 


(Hg,Cl,): turns gray on 


Stannic Compounds. 
Use SnC}], in dilute HCl. 


Yellow precipitate 
(Sn8,), often form- 
ing only when the 
liquid is heated: 
pour off portions 
and show that the 
precipitate is solu- 
ble in Am,S (both 
yellow and color- 
less) and in KHO 
on heating, and is 
precipitated again 
by HCl as yellow 
Sn8S, from both so- 
lutions. 


being boiled if the SnCl, 


is in excess, see (145). 


Purple or dark-brown pre- 
(‘Purple of 


cipitate 
Cassius.’’) 
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Reactions Common to Stannous and Stannie Compounds. 


204. Zn in presence of HCl precipitates from Sn solu- 
tions a spongy mass of Sn: the Zn and solution should 
be allowed to stand for some time in a small porcelain 
dish ; the action is much hastened by gentle heat. If 
this test is done on platinum foil, the Sn is deposited in 
a spongy state on the Zn, and does not stain the Pt (dif- 
ference from Sb). SnCl, is not so readily acted upon by 
Zn as SnCl, is; from SnCl, the Sn is often precipitated 
in beautiful crystals. 

205. A solid Sn compound, SnCl, or SnO,, mixed 
with powdered Na,CO, and KCy and heated on charcoal 
in the inner blowpipe flame gives a slight white incrus- 
tation and white particles of metallic Sn which are with 
difficulty fused into globules. The globules of Sn differ 
from those of Pb by not marking paper, see (153). 
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206. Group II ee OF DIFFERENCES. 


The following tests answer for these elements in both sets of com- 
pounds: for distinctive tests see the preceding reactions. 


Tests. 


a. For liquids. 


. Pass H;S into 
the solution 
acidified with 
HCl and heat: 
if no precipi- 
tate forms heat 
to boiling, and 
again pass H,S. 


2. Zn and HCl. 


. Zn and HCl on 
platinum. 


b. For solids. 


. Heated with 
Na,COg and 
KCy on char- 
coal in the inner 
blowpipe flame. 


. Heated with 
solid Na,CO3 
and KCy in a 
bulb tube. 


As. 


Yellow precipitate, 

ies uble in 

iling strong 
HCl. 


AsH, as is 
evolved, which 
if passed into 
AgNO, solution 
gives a_ black 
precipitate of 
Ag,H3AsQ;_ be- 
ing left in solu- 
tion ; on adding 
dilute AmHO to 
this solution, 
yellow AggAsO, 
precipitates. 


AsH, evolved, no 
stain on the pla- 
tinum. 


No metallic glob- 
ules; smell of 
garlic. 


Black mirror and 
smell of garlic. 


Sb. 


Orange-red precip- 
itate, soluble in 
boiling strong 
HCl. 


SbH, gas is 
evolved, which 


if A ges into 
AgNO, solution | 


gives a precipi- 
tate of Ag,Sb, 
from which hot 
Hg solution dis- 
solves Sb; H,S 
gives in this so- 
lution, after add- 
ing HCl, orange- 
red Sb,S3. 


Black stain of Sb 


on the platinum. 


Brittle metallic 
lobules, white 
incrustation. 


Sn. 


SnS — Brown 
precipitate. 
SnS,— Yellow 
precipitate. 
Both soluble in 
boiling strong 
HCl. 


Sn is deposited 
on the Zn 
strips, 


Sn deposited on 
the zinc, no 
slain on the pla- 
tinum, 


Mulleable metal- | 
lic globules, | 
white incrus-— 
tation. j 


The detection of any one member of this group is 
simple; the color of the precipitate with H,S, confirmed 
by special tests, is quite sufficient to identify it with 
ease. 

207. (s.) Many methods have heen proposed for the sep- 
aration and detection of As, Sb, and Sn, when mixed ; 
two of the most trustworthy are those introduced by 
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Hofmann (208) and by Fresenius (210); a method more 
simple, though less trustworthy, is given in (209). 

208. (s.) Hofmann’s method consists in pouring the 
solution into a flask, in which H_ is being generated by 
the action of HCl upon Zn; Sn remains as a spongy 
mass on the Zn, As and Sb are evolved as AsH, and 
SbH,; these gases, if passed into AgNO, solution, yield 
soluble H,AsO, and insoluble Ag,Sb, which are separated 
by filtration ; the three members of this group thus sepa- 
rated are then detected by special tests. 

As, Sb, Sn, occurring together in a solution, are tested 
for by precipitating them with HS, filtering, and test- 
ing the filtrate by passing H,S through it as was directed 
for precipitating Group II a. The precipitate is then 
examined by Table II (435 B, Arsenic Group), using 
only the right-hand side of the table. 

The H,S precipitate may also be examined by the 
simpler method given in (209), or by the very accurate, 
but less simple, method in (210). 

209. (s.) The following method of examining a pre- 
cipitate, produced by H,S, for As, Sb, Sn, is recommended 
by its comparative simplicity ; it is sufficiently accurate 
for ordinary analyses where traces of these metals have 
not to be looked for. It depends upon the insolubility 
of As,S, in hot strong HCl, in which Sn§, Sn8,, and 
Sb,S, are soluble; and the further separation of Sb and 
Sn is effected either by adding Zn alone to the acid so- 
lution, when Sb is evolved as SbH, and Sn is deposited 
upon the Zn, or by adding Zn and Pt, when Sn is de- 
posited on the Zn and Sb on the Pt. 

The precipitate produced by H,S is filtered and allowed 
to drain for some time upon the filter in the funnel ; it 
is best to drain it still further by carefully taking the 
filter out of the funnel, opening it out, and spreading it 
upon a piece of filter-paper folded several times upon 
itself; the precipitate is then removed to a small por- 
celain dish and heated for some time nearly to boiling 
with strong fuming HCl; the liquid is cooled and 
filtered ; 


PG ee ke ea 


210.] 


The 
consist chiefly of 
As,S,, which is 
almost insoluble 
in strong HCl. 

Dry the washed res- 
idue on the filter 
at a gentle heat, 
then mix it with 
three or four times 
as much powdered 

_ KCyand Na,CO,, 
and heat the mix- 
ture in a small 
bulb-tube, remov- 


ing any drops of 


water inside the 
tube by a twisted 
piece of _ filter- 
paper; «a black 
mirror (185): 


Presence of As. 

Note.—The As,S, 
may also be dissolv- 
ed by heating with a 
little fuming HNO,, 
boiling off excess of 
HNO, and detecting 
the As as H, AsO, by 
adding AmCl ex- 
eess of AmHO and 
MgSO,; or by ad- 
dition of AgNO,. 
and then cautiously 
neutralizing with 
AmHO. 
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Residue will| The Filtrate may be examined for Sb and Sn 


by either I or IT below: 


I. Place a piece of platinum foil in a porce- 


Jain dish and pour the acid filtrate upon it, 
then touch the foil with a piece of Zn; H 
will come off with effervescence, and if 
either at once or after a few minutes a black 
stain appears upon the platinum the Pres- 
ence of Sb is indicated.* 

The platinum foil is removed and pieces 
of Zn placed into the liquid: as soon as the 
bubbles of H cease to be given off, Zn still 
remaining undissolved, remove the pieces of 
Zn, rubbing and rinsing any dark deposit 
back into the dish; let this deposit settle, 
decant the liquid and heat the solid deposit 
with strong HCl for several minutes in a 
test-tube, dilute with a little water, filter if 
necessary, and add to the solution a few 
drops of HgCl, solution. A white or gray 
precipitate (204, 202) indicates the Pres- 
ence of Sn. 


II. The acid filtrate is poured into a little 


hydrogen flask (Fig. 34, p. 121), in which H 
bas been coming off briskly for about five 
minutes, being produced by the action of a 
little strong HCl upon some pieces of Zn. 
The H is lighted at the jet, and the inside 
of a small porcelain dish or crucible lid 
pressed down upon the flame: a black stain 
not dissolved by hot Na,Cl,O solution shows 
the Presence of Sb. 

The residue in the flask is tested for Sn, 
as directed in the latter part of I (above). 


210. (s.) The following method of detecting As, Sb, 
Sn, described by Fresenius, is very delicate and trust- 


worthy. 


It depends upon the fact that fusion with Na,CO, and 
NaNO, converts As,S, into soluble Na,H AsO,, Sb,S, into 


* The Sb thus deposited on the Pt may, after rinsing the foil, 
be dissolved by heating the Pt in a test-tube with a very dilute 
HNO,; on cooling, diluting, and passing H,S, an orange-red pre- 
cipitate will form, confirming the Presence of Sb. 


7* 
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insoluble Na,H,.Sb,O,, and Sn8, into insoluble Sn or 
SnO.,,. 

The precipitated sulphides are dried on the filter, and 
the precipitate* mixed well on a watch-glass or in an 
agate mortar with equal weights of powdered Na,CO, 
and NaNO,; this powder is dropped in small quantities 
at a time into some NaNO, kept melted in a small por- 
celain crucible over a Bunsen flame. When the powder 
has all been added, the crucible is heated sufficiently to 
keep the substance melted for a few minutes, and the 
melted mass is then poured into a small dry porcelain 
dish; as soon as the substance has cooled, cold water is 
poured upon it in the dish and also upon the residue 
adhering to the inside of the crucible, and the solid sub- 
stance is allowed to soak for some time with occasional 
stirring, crushing it by pressure with a-pestle if it does 
not easily fall to pieces; it is then filtered : 


The Residue is washed on the filter with a mix- Filtrate: HNO, is 
ture of equal measures of water and alco-| added until the 
hol; the precipitate is then rinsed into a} solution is just 
small porcelain dish, using as little water) acid after he- 
as possible; a few drops of strong HCl are) ing boiled; then 
added, and the dish is heated. Whether the) AgNO, solution 
residue has dissolved or not, place in the| is poured in as 
liquid a piece of clean platinum foil, and| long as it causes 
upon the foil a piece of pure Zn. Ifa black} any _ precipitate, 
stain forms after a time upon the platinum,! and very dilute 
it proves the Presence of Sb.+ Whenthe Zn| AmHO is added 
ceases to be acted upon, Sn, if present, will) little by little ;t 
remain as a spongy deposit. This is to be| a brown precipi- 
washed by decantation, dissolved by boiling |" tate readily dis- 
with HCl in a test-tube, and HgCl, added} solving in excess 
immediately to the solution; a white pre-| of AmHO shows 
cipitate (202) shows the Presence of Sn. the Presence of - 

Test 203 may be substituted for 202. As. 


i 
| 
i 
| 


* If the quantity of the precipitate is very small, the part of the 
paper containing the precipitate is cut up into small pieces and 
treated as the precipitate. 

+ See foot-note on p. 141. 

{ Instead of mixing the dilute AmHO with the liquid, it may be 
carefully poured upon the top of it; a brown color is then seen at 
the surface of contact. 
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GROUP I.—SILVER GROUP. 


211. This group includes Pb, Ag, Hg’ (Mercurosum) ; 
its members differ from those of all the other analytical 
groups by being precipitated as chlorides by HCI: since, 
however, PbCl, is rather soluble in water, Pb is not 


entirely precipitated by HCl, and is usually found also 
in Group II a as PDS. 


Leap (Pb).—Reactions already given in Group II a 
(149-153). 


SiLvErR (Ag).—Use AgNO, solution. 

212. HCl: white precipitate (AgCl), becomes curdy 
on being shaken or heated: pour off into four tubes ; 
filter one, wash the precipitate and let it stand for some 
time exposed to sunlight or common daylight, it will 
become blackish-purple ; show with the other portions 
that AgCl dissolves readily when heated with AmHO 
or with KCy solution, and is precipitated again from 
these solutions on adding HNO, in excess; also that it 
is insoluble in HNO, even on boiling. 

213. H,S (or Am,S): black precipitate (Ag,S): insoluble in 
_ Am,5 or KHO; soluble in boiling dilute HNO,. 

214. KHO: brown precipitate (AgHO): insoluble in excess. 

215. AmHO: light-colored precipitate, produced only 
when very dilute AmHO is added drop by drop; easily. 
soluble in excess. 

216. A mixture of a solid Ag compound and powdered Na,CO, 


heated on charcoal, gives white malleable globules or scales of Ag 
and no incrustation. 


Mercurosum (Hg’).—Use Hg’,(NO,),.H,O dissolved 
in dilute HNO,. 

Note.—Reactions 145, 146, 147, and 148 given under mercuricum 
(Hg’’) yield preeisely similar results with Mercurosum (Hg’) and 
may be repeated with the Hg’, (NO,), solution. 

In reaction 146 however it is unnecessary to add acid since the 
Hg’,(NO,), solution is already acid. 

217. HCl: a white precipitate (Hg’,Cl,): insoluble 
in dilute acids unless warmed with both HCl and HNO,, 
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which convert it into soluble Hg’’Cl,; becomes black 
when AmHO is poured upon it, but does not dissolve. 
218. AmHO (or KHO); black precipitate, insoluble 
in excess. 
219. H,S; black precipitate (Hg’,S) ; this precipitate, like Hg//S 
(144), is insoluble in Am,S, in hot strong HCl, and in hot strong 


HN Oa, but is easily dissolved when heated with a mixture of HNO, 
and HCl. 
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Test. Pb. Ag. | Hg’. 
a. For liquids. 
1. Add HCl. White precipitate: | White curdy pre- | White  precipi- 


soluble in boiling | cipitate: insoluble tate: insoluble 

walter ; AmHO| in boiling water, in boiling water, 

neither dissolves| easily soiuble in| and insoluble in 
| the precipitate nor | warm AmHO, re-| AmHO, but 

changes tts color. precipitated from | blackened by it. 
this solution by 
adding HNO, in 
excess, 


2. Add AmHO. White precipitate: | Brown precipitate: | Black precipitate : 
insoluble in ex-| readily soluble in | insoluble in ex- 


cess, excess. cess. 
3. Add K,CrO,. Bright yellow pre-| Chocolate-red pre- | Scarlet-red _ pre- 
cipitate. cipitate. cipitate. 
b. For solids. 
4, Fused — with || White malleable | White malleable No metallic glob- 
Nag lOg3 on || globules of metal| globules or scales ules. 


charcoalinthe || which mark pa-| which do not 
inner blowpipe || per; yellow in-| mark paper; no 


flame. crustation on the | incrustation. 
charcoal. 

5. Heated in a _—_— Gray  sublimate, 
bulb-tube, consisting of 
mixed with globules of me- 
Nags. | tallic mereury. 


By the above differences any one member of this group 
is readily distinguished. 

221. (s.) The separation and detection of Pb, Ag, and 
Hg', when mixed, depend upon : 

Ist. The solubility of PbCl, in boiling water, in which 
AgCl and Hg’,Cl, are insoluble. 

2d. The solubility of AgCl in AmHO, in which 


Hg’,Cl, is insoluble. 
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The presence of each member, when thus separated, is 
then confirmed by one of its special tests. 

222. (s.) A solution which may contain Pb, Ag, Hg’ 
is examined by first precipitating by HCl added in ex- 
cess, then filtering and adding more HCl to the clear 
filtrate to ascertain that no further precipitate is pro- 
duced. The precipitate is then examined by Table I 
(433). 


The foregoing reactions only include the metals of common oc- 
eurrence. For information concerning the detection and separa- 
tion of the rarer metals, which will only be required by a some- 
what advanced student, the x»ppendix or larger analytical treatises 
must be consulted. The metals gold and platinum, however, are 
briefly noticed here on account of their frequent employment for 
chemical and other purposes. These metals are dissolved only by 
a mixture of HCl and HNO,; their most important reactions are 
given below. 


Gop (Au).—Use AuCl, solution. 
Gold solutions are usually bright yellow in color. 


223. SnCl, containing alittle SnCl,; purple or dark-brown pre- 
cipitute (‘* Purple of Cassius’’), best seen by performing the ex- 
periment in a white porcelain dish. 

224. FeSO, produces either at once, or on heating the solution, 
avery finely divided precipitate of Au; the liquid usually appears 
bluish by transmitted light; always copper-red by reflected light: 


2AuCl, + 6FeSO, = 2Au + 2Fe,(SO,), + FeCl. 
2242. H,SO, produces on boiling a similar precipitate of Au; 


by boiling the liquid for some time in a porcelain dish, the Au 
settles in small black masses and the solution loses it color. 


PLATINUM (Pt).—Use PtCl, solution. 


225, AmCl added to a strong solution produces on standing for 
some time, or more quickly on being stirred or evaporated, a yel- 
low precipitate (Am,PtCl,); rather soluble in hot water. ‘ 

226. SnC!, gives a reddish-brown color in the solution acidified 
with HCl, owing to the formation of PtCl,: 


PtCl, + SnCl, = PtCl, + SnCl,. 


The method of separating and detecting Au and Pt is fully 
stated in paragraphs 472-474. 


146 REACTIONS FOR ACID RADICLES.—GROUP I. 


*,* Note.—Before commencing the reactions for acids the stu- 
dent may with advantage analyze several substances which are 
liable to contain any one or more of the members of the metallic 
groups. If only one metal has to be looked for (see column 1, para- 
graph 539), the directions given in paragraphs 330-869 may be 
followed, omitting those portions which relate to the detection of 
acid radicles. If two or more metals may be present (see columns 
2, 8, paragraph 539), full directions for ascertaining to which ana- 
lytical group or groups they belong will be found in the General 
Table (419); and the group precipitate or precipitates thus ob- 
tained may be then examined by the Group Tables (433-439), with 
which the student will probably already be familiar. 


REACTIONS FOR ACID RADICLES. 


In the course of analysis acid radicles are usually de- 
tected by special tests; they cannot advantageously be 
precipitated in groups and the members of each group 
then separated and identified, as is done in the case of 
metals. Accordingly the arrangement here adopted con- 
sists in simply placing together in a group such acid 
radicles as in some respects resemble one another in their 
reactions, and at the end of each group stating upon what 
differences the detection of its members when occurring 
together depends. 

The reactions for acid radicles are worked through in 
a manner similar to that employed for the reactions of 
the metals,—a compound containing the radicle (usually 
a salt) being employed. At the end of each group the 
student may with advantage detect one or more of its 
members as was done with the metals. 


GROUP I.—SULPHATE GROUP. 


The sulphates are the only commonly occurring salts 
which give with BaCl, a precipitate insoluble in boiling 
HCl. Hydrofluosilicates resemble sulphates in this re- 
spect, but differ in so many other reactions that they are 
considered hereafter (299-302) in connection with fluor- 
ides and silicates, to which they are more closely related. 
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SuLpHates (—’’SO,).—Use Na,SO,.10H,0. 


227. BaCl,[or Ba(NO,),|: white precipitate (BaSO,), 
insoluble when boiled with HCl or HNO,. 

Note.—IfBaCl, or Ba(NO,), be added to a solution containing 
much strong HCl or HNO,, a white precipitate may be produced 
consisting of BaCl, or Ba(NOj)s, which, however, is readily dis- 
tinguished from the precipitate of BaSO, by being dissolved when 
boiled with water. 

Sr(NO,}, and Pb(NO,), give also white precipitates 
(SrSO, and PbSO,). 

228. Blowpipe Test——Solid Na,SO, or any solid sul- 
phate, if mixed with solid Na,CO,* and fused on char- 
coal in the inner blowpipe flame produced from a spirit- 
flame, yields NaS: 


Na,SO, + 4C = NaS + 4C0. 


The Na,S is readily detected by detaching the solid mass, 
after it has cooled, from the charcoal with the point of a 
knife; placing a portion of it upon a bright silver coin, 
then moistening it with a drop of water and crushing it 
by pressure with a knife-blade. After the moistened 
mass has remained upon the coin for a short time rinse 
it off, a black stain will then be seen upon the silver 
where the substance had rested. 

Another portion of the cool mass may be moistened 


with a drop of HCl, when the fetid smell of HS will 


be observed, and a piece of paper moistened with PbA, 
solution and held above it, will be blackened (230). 


Note.—This test for a sulphate is reliable only when it is known 
that sulphur in no other form is present in the substance to be 
tested; it is also necessary that no sulphur should be introduced 
in the Na ,CO,, or by the flame. Now coal-gas sometimes contains 
sufficient ‘sulphur to give the above reaction with pure Na,CO,, 
hence it is always advisable to employ a spirit rather than a gas 
flame. 


Hydrogen sulphate, or sulphuric acid (H,SO,), may be 
detected by producing black charred stains on paper 
which has been dipped into it and dried by heat; it also 
has a strong acid reaction to litmus, and evolves hydro- 


* Addition of Na,B,O, is useful in preventing the fused mix- 
ture from sinking into the charcoal. 
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gen with Zn, properties shown by some metallic and 
acid sulphates. 


GROUP II.—THE CARBONATE GROUP. 


The five following classes of salts give off character- 
istic gases when acted upon by HCl. 

*.* The systematic Tables of Differences, such as 
are given for each group of the metals, are not drawn 
out for the acid radicle groups; the student should have 
no difficulty in constructing such tables for himself, 
either mentally or on paper, by looking through the 
reactions. 


CarBonatTEs (—/’CO,).—Use Na,CO,, or white mar- 
ble (CaCO,). 

229. HCl or HA or almost any other acid, if poured 
upon some Na,CO, in a test-tube, causes carbon-dioxide 
gas (CO,) to come off with effervescence. This gas is 
recognized by its property of turning lime or baryta- 
water milky by the production in them of insoluble 
CaCO, or BaCO,,. 

The test may be tried in several ways: 

1. The acid is poured upon the carbonate in a test- 
tube. <A glass rod which has been dipped into some 
perfectly clear lime-water* and has a small drop adher- 
ing to its end is then introduced into the test-tube, care- 
fully avoiding touching the liquid or the sides of the 
tube ; the drop will quickly become milky. 

2. The acid is poured upon the Na,CO, in a small 
beaker, and this is immediately covered with a watch- 
glass placed with its convex face downwards, having a 
drop of clear lime-water adhering to the middle of the 
face ; the drop becomes milky. 

3. Since CO, gas is much heavier than air, on adding 
acid the gas evolved from the carbonate will remain in 
the test-tube if the tube is held erect and its mouth 
loosely closed with the thumb; by gradually sloping 


* Baryta-water gives a much more decided result than lime- 
water. 
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the tube the heavy gas is poured into another test-tube 
containing lime-water without allowing any liquid to 
flow out. On closing this tube with the thumb and well 
shaking it the lime-water will become milky. Or if the 
inside of the tube has been rinsed with 
lime-water the sides become white. 

4. The CO, if it is given off in con- 
siderable quantity, may also be made 
to pass into some lime-water through a 
doubly-bent tube fitted air-tight by a 
perforated cork or india-rubber stopper 
into the tube in which the CO, is gen- 
erated, as shown in Fig. 37; or the apparatus shown in 
Fig. 38 may be employed. 

Of the above methods 1 and 3 are the most simple; 
by method 4 the CO, is not found unless given off in 
somewhat large quantity. 


Fre, $7. Fie. 38. 


Note.—The following precautions must be attended to. Since 
the milkiness at first caused by CO, disappears gradually when 
more CQ, is absorbed, if the lime-water does not at once become 
milky, it must be constantly watched to avoid the risk of its 
becoming milky and again clear before being seen. 

Also if the addition of the first few drops of acid does not cause 
an effervescence of CO, more acid should be added, as many car- 
bonates retain the first portions of CO, by forming acid carbonates : 

Na,CO, + CO, + H,O =2NaHCOO,. 


A solid substance which is being tested by HCl for CO, should 
be first moistened so as to drive out the air-bubbles entangled in 
ee in coming off, might make one suspect effervescence of 

a * 

Hydrogen carbonate or carbonic acid (H,CO,), can 
only exist in dilute aqueous solution ; addition of lime- 
water to its solution causes milkiness; but, since other 
substances in solution behave in a similar way, it is best 
found by boiling the liquid and passing the steam with 
the CO, which accompanies it into lime-water ; the lime- 
water becomes milky. 


Suipaipes (—’’8).—Use FeS for solid, and Am,S for 
liquid. 
230. HCl (or H,SO,) poured upon a small fragment 
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of FeS causes H,S gas to come off with effervescence ; 
this gas is detected by its fetid smell, resembling that 
of rotten eggs, and by its property of blackening PbA, 
solution by the formation of PbS. The gas may be 
made to act upon the PbA, solution by the methods 
given for CO, (229), or better by placing a piece of 
filter-paper moistened with PbA, solution on the end of 
a glass rod so that one-half of the slip adheres to the 
glass rod and the other hangs free, and holding the rod 
in the gas as in the test for CO, (229, 1). 


Note.—This test is made much more delicate if the paper is moist- 


ened with a solution prepared by adding KHO to boiling PbA, 
solution until the precipitate first formed dissolves; a test-paper 
thus prepared becomes intensely blackened by H,S. 


231. Solutions of soluble sulphides if dropped upon 
a bright silver coin produce a black stain (Ag,S); this 
may be removed by rubbing the coin with moist lime. 

232. Insoluble sulphides which give off H,S with 
HCl (e. g., FeS) produce a black stain when placed on a 
silver coin and moistened with a drop of HCl. 

233. PbA, solution gives with soluble sulphides a 
black precipitate (PbS). The solution produced by add- 
ing KHO in excess to PbA, solution is much more deli- 
cate than PbA, alone. 

234. Many sulphides (e. g., FeS,, “ Iron Pyrites”’) and 
also free S, if strongly heated in a tube open at both 
ends and held obliquely in the flame, or in the’ tube 
shown in Fig. 35 (p. 132), give off SO, gas, recognized 
by its pungent smell and by turning paper moistened 
with K,Cr,O, green. 

235. Reaction (306) given under HCy may be em- 
ployed also as a very delicate test for soluble sulphides. 
Test (228) for a sulphate, also answers for a sulphide. - 

Hydrogen sulphide, or hydrosulphurie acid (HS), in 
aqueous solution, is easily recognized by (231) or (233), 
and, unless the solution is very dilute, also by its smell, 
and, by suspending lead-paper over the liquid; H,S gas 
is detected by (230). 
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Suvpuires (~—’’SO,).—Use Na,SO,,. 

236. HCl (or H,SO,) poured upon Na,SO, and warmed 
gives off SO, gas, known by its pungent smell and by 
turning K,Cr,O, solution green; the K,Cr,O, solution 
may be exposed to the gas by the methods described 
under (229), preferably by introducing a glass rod with 
a drop hanging upon its end into the gas; or by moist- 
ening a small strip of filter-paper with the K,Cr,O, 
solution and making it adhere by one-half of its length 
to the rod (230), the other half hanging freely, and in- 
troducing it into the gas as in (229, 1). 

237. BaCl,: white precipitate (BaSO,), entirely solu- 
ble in HCI, unless some Na,SO, is present, when BaSO, 
remains undissolved ; on adding Cl or Br water to the 
HCl solution, BaSO, is formed and precipitated. 


BaSO, + 2HCI = BaCl, + H,SO,. | 
BaCl, + H,SO, + H,O + 2Cl = BaSO, + 4HCI. 


238. Na,SO, added toa mixture of HCl and Zn which 

is giving off pure H, immediately causes an evolution of 
HLS with the H; the H,S is detected by its smell or by 
blackening a piece of filter-paper moistened with solu- 
tion of PbO in excess of KHO, see note (230). 
_ Hydrogen sulphite, or sulphwrous acid (H,SO,), can be 
found in aqueous solution by adding a drop of K,Cr,O, 
solution, which will at once become green; SO, gas is 
found as directed under (236). 


THEIOSULPHATES* ( — /’S,O,).—Use Na,S,O,.5H,0. 


239. HCI (or H,SO,) causes no immediate change in 
the cold, but the liquid on ‘standing or on being warmed 
deposits a precipitate of yellow S, and SO, is given off; 
the SO, is recognized by its pungent smell and by chang- 
ing the color of K,Cr,O, solution (236). 


' 240. Fe,Cl,: gives a reddish-violet color which vanishes after a 
short time or immediately when heated, the Fe,Cl, solution at the 
same time loses its yellow color owing to the change of Fe,C], into 
FeCl, 


** Formerly known as Hyposulphites. . 
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240 a. AgNO,; a white precipitate (Ag,S,O,), becom- 
ing black after standing for a short time, or immediately 
upon being heated, owing to the formation of Ag,S: 


Ag$,0, + H,O = AgS + HSO,. 


The above precipitate (Ag,S,O,) dissolves very readily 
in excess of the Na,S,O, solution, hence it is most easily 
obtained by dropping the latter into some AgNO, solu- 
tion. 

Hydrogen theiosulphate, or theiosulphuric acid (H,8,0,), 
is extremely unstable, rapidly separating into S + H,SO,. 


Hypocutoritres (—’ClO).—Use NaClO.NaCl (Na, 


Cl,O), solution. @ 
Hypochlorites give off a faint smell of Cl in the air if solid or 
in strong solution. ¥ 


241. HCl (or H,SO, or even H,O) in the cold, or when 
gently warmed if much water is present, sets free Cl gas, 
which may be recognized by its smell, its yellowish color, 
and by bleaching a piece of moistened litmus-paper, 
which is held for a short time in the tube without touch- 
ing the liquid or the sides of the tube 

A piece of litmus shaken up with the solution, with- 
out addition of acid, is also bleached, the CO, in the air 
probably liberating the Cl; on addition of a drop of any 
acid the bleaching is very rapid : 

Na,Cl,O + 2HCl = 2Cl + 2NaCl + H,O. 
242. Pb (NO,), (or PbA,) solution added in large 


quantity gives a white precipitate, becoming reddish, 
and then dark-brown (PbO,) when boiled for a short 
time. 

MnCl, likewise gives a dark-brown precipitate on 
heating. 

Hydrogen hypochlorite, or hypochlorous acid (HCI1O), 
is a yellow liquid with sweetish smell, which if strong 
is very unstable; it bleaches litmus, and evolves Cl 
when warmed with HCl. Cl,O gas is of a deep yel- 
lowish-green color, and has an irritating smell, it dis- 
solves easily in water to form the above acid. 
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Nirrires (= ’/NO,).—Use KNO.,. 
243. Warmed with dilute H,SO,, reddish-brown 


“nitrous” fumes, with a characteristic smell, are given 
off; they are best seen by looking down the tube at 
some white object. 

244. If cold FeSO, solution be added to KNO, 
solution, it becomes brown; on adding cold dilute 
H,SO, the color becomes much more intense; it is pro- 
duced by the combination of NO with FeSO,. This 
color is destroyed by boiling, red fumes being given off 

243). 

245. If solution of KI and several drops of starch 
solution (made by boiling starch in water, and cooling it) 
be added to K NO, solution and the liquid be then made 
acid with HA, an intense blue color will be produced, 
owing to the combination of iodine (set free by the 
HNO,) with the starch; the experiment is best done in 
a white porcelain dish, the liquid, which often appears 
black at first, being diluted if necessary till its blue 
color becomes visible. This is a most delicate test, and 
is rather characteristic if the color is not produced till 
the HA is added. 

Hydrogen nitrite, or nitrous acid (HNO,), is extremely 
unstable, decomposing into HNO; and NO. 

*.* The student will have no difficulty in detecting 
any one of the above acid radicles occurring singly in a 
liquid or solid; warming with HCl will usually indi- 
cate which of them is present, and its presence may then 
be confirmed by a second test chosen from amongst its 
reactions as stated above. 

246. (s.) Most of the acids formed by the salts of 
Group II on addition of HCl, react upon one another ; 
e.g., HCIO destroys HNO,, H,S, and H,SO,, and H,S 
destroys H,SO, The analyst may often by skilful use 
of the above reactions detect these acids when mixed, 
but their detection in certain mixtures is a problem only 
soluble by careful consideration, and not unfrequently 
insoluble. 


SO,, if evolved, may be detected by K,Cr,O, paper ; 
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HS by PbA, paper; Cl by bleaching moist litmus- 
paper; N,O, by its red color. But CO, can only be 
detected in presence of much SO, by passing the gases 
through K,Cr,O, solution which absorbs SO,, CO,, pass- 
ing on and being detected by lime-water. 


GROUP III.—NITRATE GROUP. 


The two classes of salts which follow resemble one 
another in many respects, more particularly in no member 
of them being insoluble in water; hence no method of 
precipitating them is known. 


Nrrrates (—’NO,).—Use KNO,. 


247. Add to some KNO, solution contained in a 
rather broad test-tube about an equal bulk of strong 
H,SO,; cool the liquid by letting a stream of cold water 
run upon the tube from the tap; then hold the tube in 
a slanting position, and pour some strong cold FeSO, 
solution in a gentle stream down the inside of the tube. 
If this solution is poured in with proper care, it will 
form a distinct layer resting on the surface of the acid 
liquid, and at the surface of contact of the two layers a 
dark-brown film or ring will appear, sometimes extend- 
ing upwards towards the surface of the liquid. The 
color is most easily seen by holding a piece of filter- 
paper between the tube and a bright flame or window, 
and looking through the tube at the light. A mere 
yellow color is often produced in the absence of a nitrate, 
and may be disregarded. 

The test is made more delicate by letting the tube 
stand in a small beaker of cold water for a few minutes, 
since heat prevents or destroys the brown color. If 
much nitric acid is present, on mixing the acid and 
FeSO, solution by shaking, the brown color extends 
upwards, until by the heat evolved by dilution of the 
acid the NO is expelled, forming brown hues in the test- 
tube, and the liquid loses its dark-brown color (244). 

248. Place some small scraps of Cu in some K NO, 


ee 
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solution, and add strong H,SO,; reddish nitrous fumes 
appear at once or on warming the tube; they are best 
seen, if small in quantity, by looking down the tube at 
a white surface. The liquid at the same time becomes 
blue from the presence in it of Cu(NO,),: 


SHNO, + 3Cu = 2NO + 38CuN,O, + 4H,0. 


NO is itself a colorless gas, but yields on mixture 
with air N,O, and N,O,, which are reddish-brown. 

249. If some cold dilute indigo solution be poured 
into cold KNO, solution until it is decidedly blue, and 
then H,SO, be added, the blue color remains unchanged. 
(Difference from chlorates.) 

250. If any solid nitrate be fused for some time at a 
red heat with fusion mixture on platinum foil, oxygen 
gas is given off slowly with effervescence,* and K NO, is 
formed ; if the foil after cooling be boiled in water, a 
portion of the solution may be proved to contain KNO, 
by the test in paragraph (245); another portion, if acidi- 
fied with HNO,, will be found to give no precipitate 
with AgNO,. (Difference from chlorates.) 

A solution of a nitrate may also be reduced to nitrite 
by nascent H. Add to a little KNO, solution some 
dilute H,SO, and starch paste with KI, no color will be 
produced, but on dropping in a fragment of Zn a deep 
blue color is seen (245). 

251. Solid KNO, fused on charcoal in the blowpipe 
flame “deflagrates,” that is to say, the surface of the 
charcoal burns rapidly like gunpowder. 

Note.—Many metallic nitrates [e.g , Pb( NO,),] when heated ina 
glass tube closed at one end, evolve edie brown fumes with a 
characteristic smell (N,O,) and oxygen—PbN,O, = N,O,+ 0+ 
PbO. The fumes are recognized by their color and smell, the O 
by its inflaming a glowing splinter of wood. 

Hydrogen nitrate, or nitric acid (HNO,), has a strong 
acid reaction, it gives with FeSO, solution a brown ring 


* If this experiment is performed in a small hard-glass tube as 
described in 254, the oxygen can rarely be detected, since it is 
evolved very slowly; hence the student may perform the ignition 
on platinum foil and neglect to test for O. 
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(247), and with Cu brown fumes (248) without addition of 
H,SO,. Evaporated with quill-clippings, it stains them 
bright yellow. 


Cuiorates (—/C1O,).—Use KCIO,. 


252. If to a cold solution of KCIO, some cold dilute 
indigo solution be added drop by drop till the liquid is 
colored faintly but distinctly blue, then some H,SO, or 
NaHSO, be poured in and the mixture shaken, the blue 
color of the indigo is at once destroyed. (Difference 
from nitrates.) 

253. Strong H,SO, poured upon a little solid KCIO, 
becomes orange-red in color, and evolves when shaken a 


bright yellow gas (Cl,O,): 
3KCIO, + H,SO, = Cl,0, + KCIO, + K,SO, + H,0. 


This gas has a smell somewhat resembling that of chlo- 
rine; it explodes readily when gently heated, hence on 
warming the mixture in the tube crackling sounds or 
small explosions will be produced. This experiment 
may be dangerous, unless the KCIO, is used in very small 
quantity, and heated gently. with the mouth of the test- 
tube turned away from the operator. 

254. AgNO, produces no precipitate with KCIO, 
solution if it is free from KCl. But ifsome solid KCIO,* 
be heated in a test-tube or better in a small ignition-tube 
(10), after melting it begins to give off oxygen with effer- 
vescence ; this gas may be recognized by placing in the 
tube a slip of wood with a spark at its end, which is easily 
obtained by kindling a match and suddenly blowing out 
the flame, the spark is caused to burst into a flame. If 
the tube is then allowed to cool, and the residue dis- 
‘ solved by boiling with some water, a portion of the 
solution will be found to give no reaction for HNO, 
(245); but another portion will give-a white precipitate 


(AgCl) with AgNO,, which does not dissolve in HNO, - 


* If the chlorate used for this test is not an alkaline chlorate, 
fusion mixture must be mixed with it before heating, in order to 
obtain a soluble chloride in the residue. 
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even on boiling, but is easily soluble in AmHO (differ- 
ence from a nitrate): this precipitate is caused by KCI: 


KCIO, = KCl + O,. 


255. Blowpipe Test—KClO, if heated on charcoal in 
the blowpipe flame, causes the charcoal to “ deflagrate.” 

Hydrogen chlorate, or chloric acid (HCIO,), is a color- 
less, odorless liquid, which first reddens and then bleaches 
litmus paper; on being kept for some time it changes 
into O,Cl, HClO, and H,O; the same change occurs 
rapidly when it is heated. 

256. As will be seen, there is little difficulty in dis- 
tinguishing a nitrate from a chlorate. When present 
together they more or less interfere with one another’s 
reactions ; but they may be detected, in the absence of 
chlorides and nitrites, by heating strongly for a short 
time, and testing the residue for nitrite and chloride (250 
and 254). 


GROUP IV.—CHLORIDE GROUP. 


Chlorides, bromides, and iodides closely resemble one 
another ; they are all precipitated by AgNO, from solu- . 
tions to which HNO, has been added in excess; in this 
respect they differ from all salts except cyanides, ferro- 
eyanides, and ferricyanides, and these are easily distin- 
guished by other means. 


CHLORIDES ( —/Cl).—Use NaCl. 

257. AgNO, added to a little NaCl dissolved in wa- 
ter, gives a pure white precipitate (AgCl), which collects 
into curdy masses when heated or shaken, and quickly 
turns violet in sunlight or more slowly in daylight. 
Decant the water ; to one portion of the precipitate add 
HNO, and warm, it does not dissolve; to another por- 
tion add AmHO, it readily dissolves. Decant the liquid 
from a portion of the precipitate after shaking and let- 
ting the precipitate settle, and warm the precipitate with 
_ a little strong H,SO,, the acid remains colorless, and no 
colored vapor is given off. 


8 
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258. Solid NaCl warmed with strong H,SO, gives off 
colorless HCl] gas, which is recognized by fuming in the 
air, reddening moistened blue litmus-paper, and making 
a drop of AgNO, solution on the end of a glass rod 
milky. 

259. Ifsolid NaCl be powdered and mixed with finely 
powdered MnO,, then strong H,SO, added and the mix- 


ture warmed, chlorine gas comes off: 


4NaCl + MnO, + 4H,SO, — 2Cl + MnCl, + 4NaHSO, 
+ 2H,0. 


This gas is recognized by its property of bleaching a 
piece of moist blue litmus-paper, introduced into the 
tube on a glass rod. The most delicate way of testing 
is to warm the mixture in a small beaker covered with 
a watch-glass which bears on its under surface a piece 
of moist litmus-paper, and to let the apparatus stand 
for some time. Moist starch is not colored when held 
in the air in the tube. 


Note.—Many samples of commercial MnO, evolve Cl when 
heated with H,SO,; hence the MnQ,, unless specially prepared by 
precipitation, must be carefully tested before using it for this re- 
action; or the MnO, and H,SO, may be first boiled together as 
long as any bleaching action is produced when moist litmus is held 
in the tube, then the substance to be tested is added, and Cl again 
tested for whilst heating the mixture. 

260. If an intimate mixture of solid NaCl with three 
or four times as much K,Cr,O, in fine powder be made 
by rubbing the two substances together in a mortar, and 
this mixture be then poured into the tubulated flask 
shown in Fig. 38* (229) (see note below), and mixed 
with strong H,SO, by pouring in the acid and shaking 
it round in the flask, on warming the flask reddish- 
brown vapor (CrO,Cl,) will be evolved : 


4NaCl + K,Cr,O, + 6H,SO, = 2CrO,Cl, + 4NaHSO, 
+ 2K HSO, + 3H,0. 


If the neck of the flask be closed by an india-rubber 
or a glass stopper, and the delivery-tube be made to dip 


* The test-tube fitted as shown in Fig. 87 is much less suitable 


as, ely A 
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* 


into water in a test-tube, the vapor, on passing into the 
water, will impart to it a reddish-yellow color, owing 


to the formation of H,CrO,: 
CrO,Cl, + 2H,O — H,CrO, + 2HCl. 
On adding to this yellow liquid excess of AmHO, the 


color becomes pale yellow; on now adding excess of 


HA, the original reddish-yellow color is reproduced, 
and in this liquid the presence of H,CrO,, and therefore 
indirectly that of HCl, may be shown by the formation 


of a yellow precipitate on addition of PbA, solution. 


_ Note.—Since by this method the detection of a chloride depends 
on the formation of H,CrO, in the liquid in the test-tube from the 
vapor or CrO,Cl,, great care must be taken that no H,CrQ, is in- 
troduced into that liquid from any other source. Now, since the 
mixture introduced into the flask contains a chromate, the greatest 
precaution must be taken that none of it is allowed to get into the 
bent delivery-tube, and thence into the test-tube. In introducing 
the powder into the flask, it must be poured down the side of the 
perfectly dry neck opposite to that at which the delivery-tube 
enters; also, whilst heating the mixture it must not be allowed to 
rise or splash into the neck of the flask. If these precautions are 
not taken, and H,CrO, as such is introduced into the water in the 
test-tube, the test is worthless as an indication of the presence of 
a chloride. 

Care must also be taken that the liquid is not sucked back from 
the test-tube into the flask: this is prevented by raising the de- 
livery-tube out of the water in the test-tube as soon as the heating 
is stopped. 


Hydrogen chloride or hydrochloric acid (HCl) is a 
colorless gas, which fumes in the air and dissolves very 
readily in water; both the gas and its solution render 
AgNO, solution, which has been acidified with HNO,, 
milky. Heated with MnO, the liquid acid evolves 
chlorine gas. ; 


Bromives (—’Br).—Use KBr. 

261. AgNO, added to a little KBr solution gives a 
yellowish-white precipitate (AgBr), which is easily co- 
agulated by heating or shaking the liquid; it is insol- 
uble in HNO,, but rather soluble in AmHO, thus some- 
what resembling the AgCl precipitate, from which it is 
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distinguished by its color. By shaking well, allowing 
to settle, decanting the liquid, and heating the precipi- 
tate with strong H,SO,, no violet vapor is evolved, the 
precipitate thus differing from AgI. 

262. Solid KBr when heated with strong H,SO, gives 
off reddish-brown vapor of Br,* which somewhat resem- 
bles Cl in smell, but differs by its color and by turning 
moist starch orange-red, the color disappearing by heat. 
This last test is best performed by dipping the wetted 
end of a glass rod into some powdered starch, and then 
moistening the adhering starch by breathing upon it 
several times. If MnO, be mixed with the K Br powder 
before adding H,SO,, the Br is evolved in greater quan- 
tity and more readily. 

263. Cl-water, added carefully drop by drop to a little 
KBr solution whilst shaking it, liberates Br, which gives 
the solution an orange-red color ; excess of Cl-water 
must be carefully avoided, as it destroys the color: 


KBr +Cl= Br+ KCl. 


On warming a part of this solution in a dish, brown 
fumes are given off which color orange-red some starch 
held in the vapor as described in the preceding reaction. 

If CS, be added to another portion and the liquids 
are then well shaken together, the Br is dissolved by the 
CS,, and on standing the reddish-brown CS, solution 
sinks to the bottom; on adding a little KHO solution 
and shaking well, the color of the Br again disappears 
from the CS,, owing to the formation of the colorless 
salts K Br and KBrO, : 


6Br + 6K HO = 5KBr + KBrO, + 3H,0. 


264. A mixture of solid KBr and K,Cr,O, heated with 
strong H,SO, as in (260), gives off reddish-brown vapor 
of Br: 

6K Br + K,Cr,O, + 11H,SO, = 3Br, + Cr,(SO,), 
+ 8KHSO, + 7H,0. 


* KBr solution does not so easily gives off Br vapor, but the liquid 
becomes colored reddish-brown. 


ia 
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This vapor, if received in a little water, imparts its 
color to the water; if the liquid is shaken up with CS,, 
however, the Br is dissolved away from the water by 
CS,, which forms a brown layer at the bottom of the 
water: by shaking well after addition of AmHO or 
K HO the color of the solution is destroyed. (Difference 
from HCl.) 

Hydrogen bromide, or hydrobromie acid (HBr), is a 
gas resembling HCl; its solution differs by evolving Br 
when heated with MnO,. 


Toprpes (—’I).—Use KI. 

265. AgNO, added to a little KI solution, gives a 
yellow precipitate (AgI), which is easily coagulated by 
heating or shaking the liquid: it is insoluble in HNO,, 
and very slightly soluble in AmHO. 

This precipitate differs from AgCl and AgBr by its 
color, and its slight solubility in AmHO, but more par- 
ticularly by its behavior when heated with strong H,SO,. 
If the precipitate, coagulated by heating or shaking the 
liquid, is allowed to settle and the liquor decanted, then 
strong H,SO, poured in and heated with the precipitate, 
the acid becomes colored red, and violet vapors of iodine 
are seen especially on looking down the tube; the color 
is particularly distinct after the tube has been allowed 
to cool for a short time. This vapor of iodine may be 
detected when almost invisible by holding in the air of 
the tube a glass rod previously dipped into freshly made 
starch solution, which will become colored blue. 

266. CuSO, mixed with H,SO, or FeSO, solution, 
which reduces it to Cu,SO,, gives a white precipitate 
(Cu,I,); warming, or the addition of a drop of AmHO, 
causes this precipitate to form more quickly : 


2CuSO, + H,SO, + H,O = CuSO, + 2H,SO, 
2KI + Cu,SO, — Cu,I, + K,SO,. 
If this precipitate is allowed to settle and the water 
poured off, or if it be filtered, and the precipitate is then 
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warmed with strong H,SO,, the liquid becomes violet 
and gives off violet fumes of I. 

Solutions of chlorides and bromides are not precipi- 
tated thus by Cu,SO,. 

267. Solid KI if warmed with strong. HSO, gives 
off violet vapor of I,* which, if in large quantity, cools 
on the sides of the tube to black solid I: this vapor 
colors starch solution blue, as may be proved by dipping 
arod moistened with freshly made starch solution} into it, 
or by pouring the heavy fumes out into a white porcelain 
dish whose inside has been wetted with starch solution, or 
by dipping into the vapor a slip of filter-paper moistened 
with starch solution. The I is more readily and plenti- 
fully evolved if some MnO, be mixed with the KI be- 
fore adding the H,SO,. 

268. Cl-water added drop by drop (carefully avoiding 
excess, which would form colorless IC],), sets free I, which 
dissolves in the water, giving a brown liquid ; divide this 
into three parts :. 

1. Heat one part; violet vapor of I is given off and 
is best seen by looking down the mouth of the tube at a 
white surface. The color is most distinctly seen if, be- 
fore heating, some strong H,SO, is added to the liquid. 
If a glass rod is dipped into starch solution and held in 
the vapor, the starch becomes blue. 

2. To another portion starch solution is added, which 
gives an intense blue color, often appearing black unless 
much starch is added and the liquid largely diluted; on 
warming the solution the color disappears, but often re- 
appears when the liquid is cooled. ‘To insure the disap- 
pearance of the color on being heated, the solution must 
be diluted and the starch added in excess. 

3. To the third portion add a drop of CS, and shake 
well ; the CS, dissolves the I, and gradually settles to 
the bottom having a beautiful violet color. Add a little 


* KT solution does not so easily give off purple vapor, but the 
liquid becomes reddish-brown or red. 

+ The starch solution must always be freshly made, as after 
being kept, it loses the property of yielding a blue color with 
iodine. 


Be 
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KHO solution and shake well, the violet color of the 


CS, will disappear owing to the formation of the color- 
less salts KI and KIOs. 


Note.—The last two methods of testing for the free I are by far 
the most delicate known; but Cl-water is by no means the best 
reagent for setting 1 free from its compounds, because if added in 
excess it combines with the I and prevents its detection. The 
reagents described in (269) are much better suited for liberating 
I from its compounds. 


269. If a little KNO, is added to the KI solution, 
and then any dilute acid (HA, HCl or H,SO,) poured 
in, HNO, is produced which liberates I. A solution of 
N,O, in dilute H,SO,, made by heating Pb(NO,), strongly 
aud passing the red fumes into dilute H,SO,, also sets 
free I from KI. The I thus liberated in solution may 
be identified by the three methods described in (268), of 
which the third is the most delicate. 

These two reagents for liberating I, do not hinder its 
detection if they are added in excess, and they are also 
useful because they do not liberate Br from its com- 
pounds. 

270. HgCl, gives with KI solution a scarlet precipi- 
tate, with KBr or NaCl it gives no precipitate; PbA, 
gives with KI solution a bright yellow precipitate, with 
KBr or NaCl a white precipitate. 

Hydrogen iodide, or hydriodic acid (H1), is a gas re- 
sembling HCl and HBr; its solution differs by evolving 
I when heated with MnO.,,. 


271. A chloride, bromide, or iodide, is easily detected 
by the foregoing tests. The reactions given in para- 
graphs (259) and (260) are perhaps the most characteris- 
tic tests for a chloride, those described in (263) and (264) 
for a bromide, whilst an iodide is detected with the 
greatest ease and certainty by reaction (269). 

The color of the precipitate produced by AgNO, solu- 
tion in the solution made acid with HNO,, and its beha- 
vior with AmHO, though less reliable than the above 
tests, serve to indicate which of these acid radicles is 
present, AgCl being pure white and very easily soluble 
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in AmHO, AgBr being pale yellow and not readily solu- 
ble in AmHO, whilst AgI is primrose-yellow and almost 
insoluble in AmHO. See also the distinctive action of 
hot strong H,SO, on AgI, described in paragraph (265). 

272. (s.) The detection of a chloride, bromide, and 
iodide when occurring together. 

The method of examination varies according to whether 
an iodide is present or absent; since a chloride cannot 
be detected in the presence of an iodide, the latter, if 
present, must be separated before proceeding to examine 
for the chloride (see 273), In paragraph (274) is given 
a process for detecting an iodide and bromide; it is of 
value only when a chloride has not to be tested for. 

273. (s.) To a small portion of the solution, made just 
acid if necessary by addition of dilute H.SO,, add a 
little cold freshly ‘prepared starch solution and then 
strong HNO,, or either of the reagents mentioned in 
(269), drop by drop; a dark- blue coloration* shows 
the presence of an iodide. The remainder of the solution 
is examined for a chloride and bromide by the directions 
given below under A or B, according as an iodide is 
present or absent : 

A, An iodide is present—Add to the solution a re- 
agent consisting of a mixture of CuSO, solution with 
half its measure of strong H,SO, solution, and warm 
gently for a short time; Cu,I, will be precipitated (266). 
In order to be sure that the iodide is entirely precipi- 
tated, a small quantity of the liquid must be filtered and 
warmed with a little more of the above reagent ; if any 
further precipitate is caused, the filtered portion is re- 
turned to the unfiltered liquid, more of the reagent is 
added to the whole, which is then warmed for a time 
and again tested as above, to see if the precipitation is 
complete; these trials are repeated until a small portion, 
on filtration, gives no further precipitate when warmed 
with more of the reagent. The whole is then filtered 
till clear, pure NaHO is added in excess to the filtrate 


* Black, unless the starch solution has been added in sufficient 
quantity to the dilute solution. 


273.) ACID RADICLES.—GROUP IV. 165 


and the liquid boiled. The precipitate thus produced is 
filtered off, and the filtrate, now free from iodide, is 
- tested for bromide and chloride by the directions given 
in column B, 

B. No iodide is present.—Evaporate the solution (made 
alkaline, if not already so, by the addition of pure NaHO) 
to dryness in a porcelain dish, serape the residue off the 
sides of the dish and mix it with three or four times as 
much powdered K,Cr,O, by rubbing the two substances 
together in the dish with a pestle (260). Transfer this 
mixture into the small tubulated flask (Fig. 38, p. 149) 
by pouring it down the perfectly dry neck on the side 
opposite to that at which the tube enters, and taking the 
greatest care to let none of the powder enter the delivery- 
tube. Then pour into the flask strong H,SO, sufficient 
to cover the powder to the depth of about a quarter of 
an inch, at once close the neck with an india-rubber or 
glass stopper, and dip the end of the delivery-tube an 
inch into water contained in a test-tube. Mix the con- 
tents of the flask by cautious shaking, and warm the 
mixture gently, carefully guarding against allowing any 
of the mixture to get into the delivery-tube, and thence 
into the water in the test-tube.* As soon as no more 
reddish-brown vapor is visible in the flask or its de- 
livery-tube, discontinue the heating, and immediately 
withdraw the test-tube. If no colored vapor has been 
evolved and the water in the test-tube is colorless, chlor- 
ide and bromide are absent. If the water is colored 
pour into it CS, sufficient to form a layer at the bottom 
of the tube about as large as a small nut; close the 
mouth of the tube with the thumb and shake vigor- 
ously ; the CS, on settling shows a brown color, indi- 
cating the presence of Br from a bromide, 

Separate the water from the CS, by pouring it through 
a wetted filter, add to the filtrate AmHO in excess, then 
HA in excess, and PbA, solution. A yellow precipitate 
indicates the presence of a chromate, which proves indi- 
rectly that a chloride was present. 


* See the precautions in the note at the end of par. 260. 
g* 
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273. (s.) The above method will also serve for the 
examination for chloride, bromide, and iodide in the 
AgNO, precipitate. The precipitate is dried, and fused 
for about ten minutes in a porcelain crucible with three 
or four times as much fusion mixture; the cool mass is 
‘ boiled with H,O for some time and filtered, the filtrate 
being examined as directed above (273). 

274. (s.) If only an iodide and a bromide have to be 
tested for, the following method may be employed. Pour — 
into the solution CS, sufficient to form a large drop at 
the bottom ; add Cl-water drop by drop, shaking thor- 
oughly after each addition: an iodide, if present, shows 
first by its liberated iodine coloring the CS, purple, but 
on continuing the addition of Cl-water this color is 
destroyed ; a bromide is then detected by a brown color- 
ation of the CS,, which, however, is also destroyed if too 
much Cl-water is added. 


GROUP V.—PHOSPHATE GROUP. 


Phosphates and arsenates resemble one another closely 
in many reactions; the points of difference they present 
from one another and from other salts will, however, if 
carefully attended to, render their detection a simple 
matter, 


PuospHates (—’’’PO,).—Use NH PO,.12H,0. 


275. MgSO, solution, to which some AmCl has been 
added, and then a little AmHO, gives with Na,HPO, a 
white crystalline precipitate (MgAmPO,): this precipi- 
tate is almost insoluble in AmI1O, but easily soluble in 
acids. Imf very little Na,H PO, is present, the precipitate 
appears only on warming, stirring, or shaking well, and 
letting stand. 


276. Fe,Cl, (a few drops only) added after a little 


HA and some NaA solution gives, especially on being 
heated, a yellowish-white precipitate of Fe/’’PQ,. 

277. AmHMo0O,, dissolved in HNO,, gives a yellow 
precipitate if a drop of Na,HPO, solution is added to 
it; the formation of the precipitate is hastened by gentle 
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warming, stirring, or shaking, but it often appears only 
after a time Pour off a part of the liquid and show 
that the precipitate is soluble in alkalies (K HO, NaHO, 
AmHO), and insoluble in acids, especially in HNO,. 


Note.—This reaction, if properly performed, is the most delicate 
test known for a phosphate, but careful attention must be paid to 
the following precautions: The AmHMoQ, solution must be pre- 
pared according to the directions given in par. 526, remark 40; 
the solution to be tested, must not be alkaline to test-paper; it 
is best made distinctly acid with HNO, ; it is then to be added in 
small quantity only to some of the AmHMo0O, solution in a test- 
tube, more of the liquid being added only if after gently warming 
and stirring or shaking well no yellow precipitate forms after a 
few minutes. This last precaution must be particularly observed, 
as an excess of phosphate altogether prevents the formation of the 
precipitate : show that this is the case by pouring into some 
Na,H PO, solution, contained in a test-tube and made acid with 
HNO,, a few drops of AmHMoO, solution; it will be found that 
no precipitate will form even on heating and shaking the liquid, 
since the phosphate is present in large quantity compared with the 
AmHMo0O,; but on adding a few drops of this liquid to some 
fresh AmH MoO, solution the precipitate appears. It must also 
be remembered that HCl retards or prevents the formation of this 
precipitate, and therefore an HNO, solution should always be used 
when possible. 


278. AgNO,; yellow precipitate (Ag,PO,): pour off a portion 
and.show the precipitate to be soluble in AmHO and in HNO. 

278 «. A very delicate test for the presence of P in the form of 
a phosphate or otherwise, consists in strongly heating the dry solid 
substance with a small piece of Na in a little tube of bard glass 
closed at one end. On breaking the tube and breathing upon the 
powdered substance a smell of onions, due to H,P, is perceived. 

A phosphate made into a paste with strong H,SO, and heated 
strongly at the tip of the inner blowpipe flame, gives a bluish- 
green color to the flame. 


Hydrogen phosphate, or phosphoric acid (H,PO,), is a 
colorless crystalline substance; its solution is strongly 
acid, but does not char paper and organic substances. 
(Diff. from H,SO,.) It yields reactions (275 and 277). 


ARSENATES (—/’’AsO,).— Use Na,HAsO,.12H,O 
solution. 


279. The precipitates formed in reactions (275, 276, 277) for 
phosphates are precisely similar in appearance and general proper- 
ties to those formed with the same reagents by arsenates. The 
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precipitate, however, which is formed by an arsenate with AgNO, 
differs from that given by a phosphate by being brown in color; 
also AmH MoO, gives with an arsenate a precipitate only on boiling. 


280. The following differences serve to detect and 
separate a phosphate and an arsenate: 

1. The fact that an arsenate only yields a precipitate 
with AmHMoO, when the liquid is boiled, whereas the 
corresponding precipitate with a phosphate is produced 
by a gentle heat. 

2. An arsenate solution, if boiled with strong HCl, 
gives when H,S is passed into the hot liquid, first a 
white precipitate of S, then yellow As,S, ; a phosphate 
solution, under the same circumstances, gives no pre- 
cipitate. 

3. In a perfectly neutral solution, AgNO, gives with 
an arsenate solution a brown precipitate, with a phos- 
phate a canary-yellow precipitate. 

281. Hence, if occurring separately, a phosphate and 
arsenate may be distinguished by one or more of these 
differences. 

281 a. The simplest method of ascertaining which of 
these two acids is present is to throw the precipitate 
yielded by AmCl, AmHO, and MgSO, upon a filter, 
wash it with a little cold water, and drop AgNO, upon 
it; if the precipitate consisted of MgAmAsO, it will 

- become br own, if of MgAmPO, canary-yellow (difference 
3). Or the precipitate produced by AmCl, AmHO, and 
MgSO, may be examined for arsenate by dissolving a 
part of it in dilute HNO,, adding AgNO, as long as it 
causes any white precipitate, and then very dilute Am 
HO gradually drop by drop; if arsenate is present a 
brown precipitate will form just before the liquid becomes 
alkaline to test-paper ; phosphate gives a yellow precipi- 
tate. Instead of mixing the dilute AmHO it may be 
poured upon the top of ‘the acid liquid when the color 
appears at the surface of contact. 

282. If both arsenate and phosphate have to be tested 
for, AmCl, AmHO, and MgSO, are added as long as 


any further precipitate is caused; the precipitate is 


— 


a 
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filtered off* and dissolved in a little boiling strong HCl, 
H,S is passed for several minutes into this hot HCl 
solution, when the presence of arsenate is shown as 
above (par. 280, 2); the precipitate is filtered off if any 
has formed, and H,S passed into the boiling filtrate; if 
any further precipitate is produced, the gas must be 
passed again until it no longer causes a precipitate ; the 
clear filtrate from this precipitate is then evaporated just 
to dryness, dissolved in a little dilute HNO,, and tested 
for phosphate by adding a few drops of it to AmH MoO, 
solution and gently warming. Arsenite, if present, may 
be detected by H,S in the filtrate from the Mg precipi- 
tate, acidified with HCl; yellow As,S, is precipitated. 


UNGROUPED ACID RADICLES (INORGANIC). 


The salts of the following acid radicles present no 
marked resemblances in their reactions to one another or 
to other salts, and are usually detected by special tests. 


Borates (—/BO,, or —'’’BO,).—Use Na,B,O,.10H,O 


283. If some Na,B,O, be stirred with a little dilute 
HCl on a watch-glass and a strip of turmeric paper be 
half immersed in the liquid, then dried on a watch-glass 
in the steam-oven or on a water-bath,} the part which 
was moistened appears reddish-brown, and becomes 
bluish-black when moistened with AmHO, This is a 
most useful test for a borate. 

284. If some methylated spirit be poured upon a 
little solid Na,B,O, in a test-tube or porcelain dish, some 
strong H,SO, added, and the mixture be heated and set 


* A small portion of the precipitate may be filtered off upon 
another filter and tested at once for arsenate by dropping upon it 
AgNO, solution. Ifthe precipitate turns brown, arsenate is pres- 
ent and must be separated in the other part of the Mg precipitate 
before testing for phosphate; if the precipitate turns yellow, 
— alone is present. 

+ The paper may also be dried over a small flame, if it is not 
heated above steam heat (100° C.). 
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fire to, the spirit burns with a green-edged flame, seen 
best by blowing the flame out after it has burnt for a 
time, and then relighting it. This test is not quite 
characteristic, since some chlorides yield a similar green 
flame. 

285. A mixture of CaF, Na,B,O,,* and KHSO,, if 
finely powdered, moistened, and heated on a loop of 
platinum wire in the inner blowpipe flame, colors the 
outer flame momentarily green after being heated for a 
short time. 

This test is not always decisive, since many phosphates 
and Cu salts give the same coloration, and it is besides 
liable to be masked by the flame colorations of other 
substances. 

Hydrogen borate, or boric acid (HBO,), is a white 
porous mass; with 2H,O it forms a crystalline scaly 
hydrate ; when strongly heated these yield a fusible glass 
consisting of B,O, The solution of the acid reddens 
litmus-paper and colors turmeric reddish-brown, espe- 
cially on drying the paper. ‘The acid is soluble, both in 
H,O and in alcohol; on evaporating these solutions, the 
acid passes off with the vapor of the liquid. Reactions 
283, 284, and 285 will serve to detect boric acid. 


CuromateEs (- ’’CrO,).—Use K,Cr,O,. 

All chromates are more or less yellow or red in color. The 
yellow solution of an alkaline chromate becomes orange-red on 
addition of an acid, owing to formation of a dichromate 

286. Various substances, which readily combine with 
oxygen, deoxidize acid K,C 1,0, solution to a solution of 
a chromic salt, the color of the solution at the same time 
changing from or ange-red to a bright green. To show this 
add HCl or H,SO, to some K,Cr,O, solution, divide the 
orange-red solution into five parts, and deoxidize each 
of these portions by one of the following methods : 


a. Pass HS into the hot solution; white S separates. 
b, Add some NaHSO, or H,SO, and warm. 


* Boric acid is better, since the Na flame coloration tends to 
conceal the green coloration of BF. 


. 


~~ 
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e. Add alcohol and boil. 

d. Boil for some time, after adding much strong HCl. 

e. Add some Zn to the acidified liquid and warm. 
The change of color is in this case slow. 

In each case the change in composition is shown by 
the liquid becoming green: the following equations 
show the decomposition occurring with H,S and with 
HCl, the others may be drawn out by the student : 


K,Cr,0, + 3H,S + 8HC1=Cr,Cl, + 2KCl + 7H,O+8,. 
~ K,Cr,0, + 14HCl = Cr,Cl, + 2KCI + 7H,0 + 3Cl,. 


This green solution gives all the reactions for Cr 


~ (102-105). 


Note.—Since chromic acid is thus reduced by boiling with HCl 
and by H,S to a chromic salt, a chromate leads to precipitation of 
Cr, fo, in Group III in the ordinary course of analysis. 

Hydrogen peroxide (H,O,), if added after some ether 
to an acid solution of a chromate, on well shaking the 
liquids causes the ether to assume a blue color; addition 
of a few drops of strong HNQ, is useful. The H,O, 
may be produced ‘by adding BaO, to the cold acid 
liquid. This reaction is extremely delicate and charac- 
teristic. 

287. AgNO,: purple-red precipitate (Ag,CrO,): solu- 
ble in AmHO and in HNO, 

288. PbA,: yellow precipitate (PbCrO,): soluble in 
K HO, insoluble in HA. 

289. BaCl,: yellowish-white precipitate (BaCrO,): 
insoluble in HA, soluble in HCl. 

Hydrogen chromate or chromic acid (H,CrO,?). CrO, 
dissolves in water to a reddish-yellow liquid, with a 
strongly acid reaction. The liquid evolves Cl, and be- 
comes green if it is boiled with HCl; when neutralized 
by an alkali it becomes yellow, the solution yielding the 


reactions in pars. 287, 288, 289. 


Use Na,SiO, solution for liquid ; 
SILICATES. for solid, finely ground sand 
or solid Na,SiO,. 
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290. HCl added slowly drop by drop to a solution 
of Na,SiO, whilst stirring or shaking it, will usually, 
unless the solution is very dilute [see note 2 below], 
give a gelatinous precipitate of H,SiO,; but this pre- 
cipitate is very apt to remain dissolved, hence its non- 
appearance is no proof of the absence of H,SiQ,. 

290 a. Small quantities of H,SiO,, or H,SiO, in dilute 
solution, may be detected by evaporating the solution, 
made acid with HCl, to dryness in a porcelain dish, and 
heating the residue to 100° as long as acid fumes come 
off; on stirring and warming the dry residue with strong 
HCl, SiO, remains undissolved as a white powder. 

Note 1.—During the last part of the evaporation the silica often 
separates as a gelatinous mass, and unless the heat is lessened and 
the residue stirred with a glass rod, it will spirt; spirting is best 
avoided by finishing the evaporation, as soon as the liquid becomes 
thick, upon a water-bath. The undissolved SiQ, left on treating 


with HCl is best seen by pouring out the liquid into a test-tube; it 
is soluble in hot KHO solution. 


Note 2.—The solution of Na,SiO, used for these reactions is made 
of such a strength that acids do not precipitate H,SiQ, from it, but 
by boiling some of it down to a quarter its volume before adding 
the acid the precipitate is usually obtained. 

291. AmCl (or Am,CO,) Causes a gelatinous precipitate 
of H,SiO,, which usually forms only after a time. 

292. Blowpipe Tests.—A_ little solid SiO, (or most 
silicates), if fused into a bead of Na,CO, causes frothing 
from CO escaping : 

Na,CO, + SiO, = CO, + Na,SiO,. 


293. Fused in a bead of NaAmHPO, the SiO, is not 
dissolved, but floats about in transparent particles and 
on cooling remains as little opaque masses in the bead. 
The particles of SiO, are usually best seen in the fused 
bead. vai 
Hydrogen silicate, or silicic acid (H,SiO,), is a white 
flocculent substance with no reaction to litmus; it is 
insoluble in water, and but very slightly soluble in 
acids, but dissolves as an alkaline silicate in solutions of 
the alkalies or alkaline carbonates. On ignition it forms 
a white insoluble powder (SiQ,) which yields reactions 
292 and 293. 
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FLvorrpes (—’F).—Use CaF,, finely powdered. 


Note.—The most useful tests for a fluoride depend upon setting 
free the acid and allowing it to act upon a surface of glass, which 
» ‘etches ”’ or corrodes, causing it to appear dim when perfectly 

ry. 

294. Strong H,SO, if warmed, with a little CaF, in 
a test-tube, liberates HF’, which causes the glass to be- 
have towards the liquid as if it were greasy. The HF 
etches the glass, and, on washing away the cooled mix- 
ture and perfectly drying the inside of the tube, it will 
be found to be dimmed and rotighened. 

This test is often performed by gently warming the 
substance, upon which several drops of strong H,SO, 
have been poured, upon a watch-glass, for some time ; 
on washing off the substance and drying the glass thor- 
oughly, it will be found to be dimmed and roughened 
where the substance and acid rested; this is best seen, 
if only very slight, by holding the glass so as to see the 
reflection from its surface. 

295. A less simple, but more delicate, plan consists 
in placing the CaF, in a platinum crucible, or in a small 
leaden cup made by bending a piece of sheet-lead, and 
pouring upon it some strong H,SO, The crucible is 
then covered with a watch-glass with its hollow up- 
wards and filled with cold water to keep the glass cool ; 
the crucible is placed in a porcelain dish containing suf- 
ficient hot water to reach half way up the sides of the 
erucible, the water being occasionally heated, if neces- 
sary, by a small flame ;* on removing the watch-glass 
after ten minutes or more, washing and then thoroughly 
drying it, the part of the surface covering the crucible 
will be found to be dimmed by the action of the HF 
vapors. The delicacy of this method is much increased 
by the modification described in par. 296. 

296. The convex surface of a watch-glass is covered 
with a thin film of beeswax or solid paraffin by care- 
fully heating the glass held by crucible tongs at some 


* Or the crucible may be heated gently over a flame or on a 
sand-bath. 
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distance above a flame, then. rubbing its convex side 
with a piece of wax or paraffin; it is thus covered with 
a melted layer, which may be made uniform by once 
more heating the glass, allowing any excess of wax to 
drop off, and keeping the glass moving whilst cooling ; 
the coating is finally hardened by immersion for a short 
time in cold water. Lines or characters are then traced 
on the glass towards its centre by gentle pressure with 
the point of a penknife, the object being simply to re- 
move the wax from these parts and not to scratch the 
glass. ‘The glass thus prepared is exposed (as in par. 
295) to the HE for about twenty minutes or half an 
hour, the wax being prevented from melting by cold 
water kept in the hollow of the glass. The watch-glass 
is then removed and cleansed from wax by holding it 
with crucible tongs above the flame and quickly wiping 
off the wax when melted; a clean bright surface will be 
thus obtained on which the traced lines will usually be 
visible at once on holding the glass up to the light, but 
if mere traces of a fluoride were present the etched lines 
will be made visible by breathing upon the cold surface. 

297. The presence of SiO,, or a silicate, prevents the 
liberation of HF by H,SO,, Sif, being given off in- 
stead ; this gas possesses no etching power, and there- 
fore if SiO, or a silicate is present, the methods given 
above do not serve for the detection of a fluoride. Sik, 
however produces white fumes in air, and if passed into 
dilute AmHO yields a colorless flocculent precipitate of 
H,SiO, and gives AmF in solution; the formation of 
the flocculent precipitate of H,SiO, is sufficient proof of 
the presence of a fluoride, but the AmF itself may be 
detected in the filtrate from this precipitate by adding 
CaCl,, filtering off the precipitate of CaF, and drying 
and examining it by par. (296). 

By mixing SiO, with any substance to be tested for a 
fluoride the above method may be employed for its de- 
tection; use for the reaction a mixture of CaF, and 
SiO, A small piece of marble may be dropped into 
the tube in which the Sif, is evolved, to carry that ho 
over into the AmHO solution, 


298-801.] FLUOSILICATES. 175 


The changes which occur are thus expressed : 


2CaF’, + SiO, + 2H,.SO,— SiF, + 2H,O + 2CaSO,. 
Sif, + 4AmHO = H,SiO, + 4AmF. 


298. CaCl, added to NaF solution* gives a gelatinous 
almost transparent precipitate (Cal’,), which becomes 
more visible on heating or adding AmHO; slightly solu- 
ble in HCl, almost insoluble in (HA). 

Hydrogen fluoride, or hydrofluoric acid (HF), is a 
colorless gas, which fumes in the air, etches glass and 
dissolves easily in water. The solution of HF is acid 
in reaction and differs from all other acids in dissolving 
SiO, and insoluble silicates, 


Fuvosriicates (—"SiF,).—Use HSiF,. 
299. BaCl,: white precipitate (BaSiF,), which usually 


appears only on gently warming the solution, and thus 
differs from BaSO,; it is somewhat soluble in boiling 
HCl, but insoluble in alcohol. Put by some of this 
precipitate for reaction (301). 

This precipitate differs from the precipitate of BaSO,, which it 
somewhat resembles in being rather insoluble in HCl, by being 
more or less transparent and crystalline; but fluosilicates differ 
from sulphates also in giving no precipitates with Sr(NO,), or 
Pb(NO,), and in giving, when heated with excess of AmHO, a 
flocculent precipitate of H,SiO, and AmF in solution (297); 
fluosilicates differ also by the following very distinctive reactions: 

300. KCl, on warming, gives a very transparent ge- 
latinous precipitate (K,SiF,), which is visible only after 
being allowed tu settle for a time; it is insoluble in 
alcohol. 

301. By evaporating H,SiF, solution, or heating a 
fluosilicate with strong H,SO,, HF is given off and 
may be detected by its etching action on glass (294). 

Evaporate a little H,SiF, [or BaSiF, from (299)], 


* Prepared by boiling in water the mass obtained by fusing for 
several minutes on platinum foil some powdered CaF, and fusion- 
mixture, filtering the solution and acidifying the filtrate with 
HA. 
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after adding strong H,SO,, upon a watch-glass to dry- 
ness ; on washing off the residue the glass will be found 
to be etched. 

301 a. A solid substance (e.g., the precipitate of 
BaSiF, or K,SiF,) may also be examined by any of the 
methods given above for HF, the most delicate being 
(296). This method is particularly useful for proving a 
precipitate produced by BaCl, to consist of BaSil’,.* 

302. The above reactions readily distinguish between sulphates 
and fluosilicates, both of which give precipitates with BaCl,, which 
are insoluble in boiling HCl. There is only one other class of 
salts—the selenates—which give with BaCl, a white precipitate, 
insoluble in HCl; and this precipitate (BaScO,), if boiled with 
strong HCl for some time, evolves Cl and gradually dissolves as 
BaSeO,, thus differing from BaSO, and BaSiF,; further, this HCl 
solution, if warmed with H,SO,, yields a reddish precipitate of Se. 

“7° oye 8 . Bae 

Hydrogen fluosilicate, or hydrofluosilicie acid (H,SiF’s), 
is a strongly acid liquid, volatilizing entirely when 
heated in platinum as 2HEF + SiF,; by evaporating it 
in glass the glass is etched. It is precipitated by KCl 
and by BaCl.,. 


REACTIONS OF ORGANIC ACID RADICLES. 


The following acid radicles are included here (although 
the first four are frequently, and the other three always, 
classed amongst organic compounds), because they are of 
such frequent occurrence, and their detection is usually 
a matter of so little difficulty that they may reasonably 
be appended even to an elementary treatise on inorganic 
analysis. 


CyANIDES (—’Cy).—Use KCy. 
HCy smells of bitter almonds, the alkaline cyanides smell only 
fuintly of the same. 


* The readiest means of producing an etch with this precipitate 
is to pour it off into a watch-glass, decant the water, and warm 
the precipitate for some time with strong H,SO,; on washing the 
glass and drying it, it will be found to be corroded. When the 
more delicate process (296) has to be employed, the precipitate 
should be shaken up with the liquid, poured off into a platinum 
crucible or leaden cup, the liquid decanted, and the precipitate 
warmed with strong H,SO, as described in (296). 


a 
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303. AgNO,; white precipitate (AgCy): show with 
three separate portions that this precipitate is soluble in 
KCy solution added in excess, and in AmHO, but in- 
soluble in dilute HNO,. 


If some of the precipitate be filtered off and well washed with hot 
water until free from AgNO, (shown by HCl causing no milkiness 
with a few drops of the washing water), then dried, scraped from 
the filter into a porcelain crucible, and heated strongly, Ag is left: 
if this residue on cooling be warmed with a little dilute HNOs, it 
dissolves, giving off red fumes; and a drop of HCl added to this 
solution gives a curdy precipitate of AgCl. This reaction dis- 
tinguishes AgCy from AgCl, AgBr and AgI, which, like it, are 
precipitated by AgNO,, and are insoluble in HNO,, since these 
three precipitates when dried and strongly heated melt without 
decomposing ; hence, after cooling, if HNO, be warmed with them, 
it dissolves out no Ag, and HCl added to the HNO, gives either 
no precipitate or a mere milkiness due to imperfect washing of the 
precipitate. 

This method is somewhat tedious and need seldom be used, 
cyanides being readily detected by the following reactions. 


304. If some FeSO, solution, mixed with several 
drops of Fe,Cl,, be added to KCy solution, and the 
liquid be then made strongly alkaline with KHO and 
boiled, then cooled, and HCl added to acid reaction, 
“ Prussian Blue” (Fe’’’,Cfy,*) remains as a deep blue 
precipitate ; or, if in small quantity, it dissolves giving 
a bluish-green solution. If no cyanide had been present, 
the addition of HCl would have given a nearly colorless 
liquid. 

"305. If to some KCy solution, contained in a test- 
tube fitted as shown in Fig. 37 (p. 149), dilute H,SO, 
is added, then a small piece of marble dropped in and 
the liquid boiled, allowing the steam to pass off into 
some Am,S solution, AmCyS is formed. This sub- 
stance gives with Fe,Cl,, a blood-red coloration, which 
may be obtained by pouring the Am,S solution out into 
a porcelain dish, boiling it, allowing it to cool, making 
acid with HCl, and adding several drops of FeCl, a 
blood-red color, only faintly seen when but little KCy 
is used, shows that HCy has passed into the Am,S, pro- 


* The symbol Cfy conveniently represents the group (FeCy,) ; 
it is used here to avoid brackets. 
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ducing AmCyS, and therefore proves the presence of a 
cyanide. 

Note.—The marble is used to cause evolution of CO, gas, which 
lessens the risk of the Am,S being sucked back during the reac- 
tion. 

A little HgCl, solution should be added to a few drops of the red 
solution; if the red color is destroyed it was certainly due to the 
presence of AmCyS. 


306. The former test can often be more simply per- 
formed by boiling the solution (of KCy or HgCy,) with 
Am,S, which must be added until the yellow color re- 
mains after boiling for a short time. [Ifa dark-colored 
precipitate forms, this must be filtered off before the 
color of the filtrate can be seen.] Then filter if neces- 
sary, acidify with HCl in a porcelain dish, and add 
Fe,Cl, in small quantity ; a blood-red color is produced 
in the liquid, which is not removed by heat or addition 
of HCl, but may be destroyed by adding to a few drops 
of the liquid some HgCl,. 


Note 1.—On adding HCl to the Am,S (305, 306), white S sepa- 
rates, unless the yellow liquid has been previously boiled in a 
porcelain dish until it becomes colorless (filling in distilled water 
as it evaporates); but this separation of S is advantageous, since 
it helps to show by its whiteness even a faint reddish tint in the 
liquid. Methods (804, 805, 306) are exceedingly delicate tests for 
a cyanide. Methods (805) and (806), if less readily performed 
than (804), exceed it in delicacy. Method (306) is the more easy 
of the two to perform, and (805) is only used in cases where after 
boiling with excess of Am,S, the filtrate is dark-colored, and there- 
fore the red coloration would be invi-ible. 

Note 2.—HgCy, does not show the reaction for a cyanide by 
methods (303, 304, and 805); but by boiling with Am,S, according 
to method (806), AmCyS is obtained in the filtrate from the black 
HgS precipitate, and will give the red coloration with Fe,Cl,. 

Solid HgCy, heated in a small tube closed at one end also gives 
off cyanogen gas, which burns with a peachblossom-colored flame. 


Hydrogen cyanide, or hydrocyanie (“ Prussic”) acid, 
is a colorless, volatile, inflammable liquid, smelling like 
bitter almonds; it is highly poisonous, both when in- 
haled as vapor and swallowed as liquid; it readily mixes 
with water. The acid is easily detected by AgNO, 
(303), also by (3804), or by formation of AmCyS when 
the liquid is boiled with Am,S (306). 
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FrrrocyanivEs (— '”’ FeQy,,* or — ’”’ Cfy). — Use 
K,FeCy,.3H,O, (K,Cfy.3H,0). 

307. Fe,Cl,: dark-blue precipitate, “ Prussian Blue” 
(Fe,Cty,); insoluble in HCI, soluble in H,C,O, to a dark- 


ag & 
blue liquid; changed by KHO into brown Fe,Ho,. 
Note.—The solubility in H,O and insolubility in HCl are shown 


by pouring off portions, heating them with HCl and H,O respec- 
tively, filtering, and noting whether the filtrate is blue; a third 


’ portion is mixed with KHO, and becomes brown. 


308. HeSO,: light-blue precipitate (Fe’”7K,Cfy), which 
quickly becomes darker on standing in the air, or im- 
mediately on addition of Cl-water or Br-water, or on 
warming with HNO,. It is insoluble in HCl. 

309. CuSO,:a chocolate-colored precipitate (Cu’’,Cfy), 
insoluble in HA. 

310. AgNO,: white precipitate (Ag,Cfy), insoluble 
in HNO, and in AmHO. If heated with HNO, this 


precipitate changes to orange-red Ag,Cfy,, soluble in 
AmHO. 


FERRICYANIDES [ — “i(FeCy,),, or — 'Cfy,]. — Use 
K,(FeCy,),, (K,Cfy,). 

311. Fe,Cl,: dark-greenish or brown coloration; no 
precipitate is formed, as may be seen by adding much 
water to the liquid. 

312. FeSO,: dark-blue precipitate, “ Turnbull’s 
Blue,” (Fe’’,Cty,); insoluble in acids; blue color de- 
stroyed by KHO. 

313. CuSO,: yellowish precipitate. 

314. AgNO,: orange-colored precipitate (Ag,Cfy,), 


‘insoluble in HNO,, soluble in AmHO. Frequently a 


white residue is left on adding AmHO, consisting of 
Ag,Cty, and showing that K,Cfy was present in the 
K,Cfy, solution. 


* The latter part of this formula is conveniently written Cfy 
to avoid using brackets. 
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SuLpHocYANIDES (—’CyS).—Use KCyS. 


315. Fe,Cl,: blood-red coloration, but no precipitate ; 
the color is destroyed by HgCl, solution, but not by 
HCl. 


316. Cyanides are usually detected in analysis by methods (304, 
305, 806) Ferro- and ferricyanides can be found and distinguished 
by their first three tests, or by the precipitate given by AgNOs in 
the solution acidified with HNO,; this precipitate, if a ferricyanide 
is present, will have a more or less decided orange-red color ; on 
filtering, or decanting, and warming the precipitate with AmHO, 
white Ag,Cfy will be left if a ferrocyanide was present, and on 
acidifying the filtrate with HNO, orange-red Ag,Cty, will pre- 
cipitate. A sulphocyanide is found by (315). 


The three following acid radicles and their salts differ 
from the foregoing by being charred and emitting a smell 
of burning when heated in the solid state; oxalates, 
- however, do so only to a slight extent. If the salt be 
one of the alkalies or of the alkaline earths, the residue 
left after ignition contains a carbonate which effervesces 
with an acid, whereas the original substance did not 
do so. 


Oxaxates (—/’C,O,, or --/’0).—Use Am,C,0,.2H,0, 
(Am,O0.2H,0). 
317. Strong H,SO, heated with solid Am,O.2H,O 


causes an effervescence of gas consisting of a mixture of — 


CO and CO, : 
Am,C,0, + H,SO,= CO + CO, + AmSO, + H,0. 


The CO is detected by burning with a blue flame when 
a light is applied, the CO, by rendering a drop of lime- 
water on a glass rod milky. 

No blackening or charring is produced by strong 
H,SO,; oxalates differ in this respect from the salts of - 
all other organic acids. 

318. CaCl, (CaSO,, or lime-water), added to Am,C,O, 
solution (made by diluting some of the reagent solution 
in a test-tube with an equal quantity of water), gives a 
white precipitate (CaC,O,), insoluble in AmHO and in 


HA, soluble in HCl or HNO,. 
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318 a. If this precipitate is filtered off, a portion placed 
on a watch-glass will not effervesce with dilute HCl; 
but if the remainder is dried and heated to dull redness 
ona platinum foil, it is converted without blackening 
into CaCO,, which effervesces with dilute HCl. 


Note.—This is a general test for oxalate of K, Na, Ba, Sr, or Ca; 
oxalates of these metals leave carbonates on ignition which effer- 
vesce with an acid. 


319. Heated with MnO, and H,SO,, solid oxalates 
give off CO,: 


Am,C,0, + MnO, + 2H,SO, = 200, + MnSO, + 
Am,SO, + 2H,0. 


Note.—Since commercial MnO, usually contains some carbonate, 
it will give off CO, when treated with H 250, If the MnQ, to be 
used is not known to be free from carbonute the best way to per- 
form the test is to add to some of the MnO, in a test-tube a little 
H,SO,, and heat to boiling; if CO, is found in the tube by a glass 
rod with a drop of lime-water on its end continue to boil, occasion- 
ally drawing fresh air into the test-tube by pushing down a glass 
tube near to the surface of the liquid and sucking out the vir; as 
soon as no CO, is detectable in the tube after boiling for a short 
time, and the liquid is distinctly acid, the Am,C,0, is added, and 
the mixture again heated, CO, will be rapidly | given off, and may 
be detected by the ordinary methods, 

If the MnO, gives no CO, with H,SO, proceed at once to add the 
Am,0,0,, heat and test for CO, 


Hydrogen oxalate, or oxalic acid (H,C,O,, or erystal- 
lized H,C,O,.2H,O), when heated in a glass tube closed 
at one end partly sublimes unaltered, and is partly de- 
composed, yielding vapors which cause coughing; it 
yields reactions in pars. (317) and (319). It dissolves 
in water to an acid, poisonous liquid. 


Oa gs dia For a neutral tartrate use Na, 
(-’C,H,O,, or - uD), 2H,0 or ere For an ba 
tartrate use HT or NaH'l. 


320. A solid tartrate or solid HI when heated 
strongly in a tube chars, giving off a smell of burnt sugar. 


321. A solid tartrate or solid H,T heated with strong 
9 4 
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H,SO, blackens, giving off a mixture of CO, CO, and 
SO 


322. AgNO; gives with solution of a neutral tartrate 
a white curdy precipitate (Ag,T), soluble in AmHO and 
in HNO,. Allow some of the above precipitate (Ag,l’), 
to settle in a test-tube, and pour off as much of the 
liquid from above it as possible; then pour very dilute 
AmHO drop by drop into the tube until the precipitate, 
after being shaken up with the liquid, is nearly but not 
quite dissolved: then heat the test-tube gradually and 
gently (best by immersing it in a beaker of cold water, 
and slowly raising its temperature to 60°), a brilliant 
mirror of Ag will form on the interior of the tube. Ifthe 
liquid, instead of being slowly raised to 60°, be quickly 
boiled, the Ag deposits as a black precipitate, which is 
not so characteristic. 

323. CaCl, precipitates from a neutral tartrate solu- 
tion white or crystalline CaT: the precipitate often sepa- 
rates only after shaking the liquid well and letting it 
stand for a time; it is soluble in acids, and its formation 
is retarded by AmCl and other Am salts. This pre- 
cipitate is soluble in strong cold KHO,* is reprecipi- 
tated by boiling, but dissolves again more or less com- 
pletely on cooling. 

Decant the liquid from the precipitate and pour upon 
the precipitate a little very dilute AmHO in a test-tube, 
drop in a erystal of AgNO, and warm carefully as in 
par. (322). A silver mirror forms on the part of the 
glass on which the AgNO, rests. 

324, KCl (or better KA) if added to solution of H,T 
or an acid tartrate, gives on stirring or shaking a white 
erystalline precipitate (KHL). If HA is added at the 
same time, the precipitate may also be obtained with 
neutral tartrates. Addition of alcohol assists the for- 
mation of the precipitate, which is soluble in alkalies 
and in mineral acids. 


* A milkiness remaining, however, if the potash solution con- 
tains carbonate. 
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325. If a few drops of Fe,Cl, solution be added to 
H,T or KNaT solution, then KHO (or AmHO) until 
the liquid is strongly alkaline, no precipitate forms. 
The precipitation of several other metals (e. g., Al, Mn. 
Cu) by alkalies is similarly prevented by H,T: this is 
owing to the formation of a double tartrate of the alkali 
and the other metal, which salt is not decomposed by an 
alkali. 

Hydrogen tartrate, or tartaric acid (HT), occurs in 
colorless crystals which do not alter in the air; they 
taste pleasantly acid, and dissolve in water and in alco- 
hol. They are detected by heating them alone or with 
strong H,SO, (320, 321): if dissolved and neutralized, 
they also yield the reactions in (322, 323). 


AcetatEs (—/C,H,O,, or —’A).—Use NaA.3H,0. 

326. Solid NaA if strongly heated blackens, giving 
off a peculiar smell and a vapor (acetone) which burns 
with a bright flame when kindled. 

327. Heated with strong H,SO, vapor of HA is given 
off, recognized by its pungent smell (that of vinegar). If 
alcohol be first added to the NaA then strong H,SO,, 
and the mixture warmed, a fragrant smell of ethyl-ace- 
tate (EtA) is emitted; it is most decided when the liquid 
is shaken after cooling for a short time. 

328. Fe,Cl, added in small quantity to a little NaA 
dissolved in water, gives a deep-red color: on boiling 
the solution made neutral but not alkaline with AmHO 
(if necessary), all the Fe separates as a light-brown pre- 
cipitate and the liquid becomes colorless. The red color 
of the solution before being boiled is changed to yellow 
by addition of HCl (difference from the coloration due 
to sulphocyanide). 

Hydrogen acetate or acetic acid (HA).—“ Glacial acetic 
acid” is at 17° C. a colorless crystalline substance, pos- 
sessing (especially when heated) a very pungent smell, 
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and giving inflammable vapor: it is strongly acid. It 
dissolves in water readily, imparting its peculiar smell 
to the liquid in a mild degree. The acid is completely 
volatile without decomposition. 


329. The above organic acid radicles may be specially 
tested for by any of their reactions ; (318) being gener- 
ally used to test for an oxalate in solution, (317) or 
(319) when it is solid; a tartrate is best detected in so- 
lution by reaction (322) or (323), or if solid by (320); 
an acetate is found by (326) or (327). 


*.* After completing the reactions for the acid rad- 
icles the student may proceed to try the preliminary ex- 
aminations of solid substances for metals and acid rad- 
icles, as directed in paragraphs (375-377), unless he is 
intending only to learn the analysis of simple salts, 
when he proceeds to Section V (330 et seq.). 
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SECTION V. 


ANALYSIS OF SIMPLE SUBSTANCES CONTAINING 
ONE METAL AND ONE ACID RADICLE,* 


Note.—This section may be neglected by a student who is pro- 
ceeding through the senior analytical course. 


330. The ordinary method of proceeding to detect the 
metal or acid radicle or both in a simple substance, is to 
make a few preliminary experiments, which will usually 
give some idea as to what substance is present, and will 
occasionally even detect metal or acid radicle, or both of 
them, with certainty. If the composition of the sub- 
stance has not been satisfactorily proved by this prelim- 
inary examination, the next process is to endeavor to 
dissolve the substance, if it is not already in the liquid 
form, in water or acids; then by adding to the solution 
certain group-reagents in the proper order of succession, 
it is found to which Analytical Group the metal present 
belongs. The following table gives the analytical groups 
for metals, each group being headed by its distinctive 
number, name, and group-reagent : 


* Two metals may occasionally be present, as when an alum, or 
tartar emetic [K(SbO)'I'], is given for analysis; also there may be 
two acid radicles in the liquid, given for analysis, since a salt 
insoluble in water is occasionally dissolved in an acid; but the 
student should always be informed of this if it in any way com- 
plicates the anulysis. It will not usually do so, since in the most 
commonly occurring case, that of an alkaline earth phosphate 
dissolved in HCl, the (-’//PO,) is detected in Group III, and 
accordingly no other acid radicle is looked for. 
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- After discovering to which analytical group the metal 
present belongs, it is identified by the properties or 
appearance of the group-precipitate, and its presence 
confirmed, if necessary, by special tests made on the 
precipitate or on another portion of the “original solu- 
tion.” * 

The examination for the acid radicle, if it has not 
been already detected during the examination for the 
metal, is carried out in a less systematic manner. A 
few preliminary experiments are first performed, and if 
these do not detect the acid radicle, it is found, partly by 
a systematic examination including that described above 
for the detection of the metal, but more commonly by 
special tests. 

A substance insoluble in water and in acids is exam- 
ined according to the special directions in (867-369). 

Since in these analyses only one metal and one acid 
radicle are to be looked for, the examination for the 
metal is carried no further when one metal has been de- 
tected with certainty, and the examination for the acid 
radicle is similarly at an end when the presence of one 
such radicle has been satisfactorily proved. It must, 
however, be understood that substances given for an- 
alysis are liable to contain impurities which will 
yield only slight corresponding precipitates; if in the 
course of analysis, therefore, only a slight precipitate is 
obtained, proceed until some substance is detected in 
larger quantity, entering against the small precipitate 
“Trace of 

The separation and washing of a precipitate by “ de- 
cantation” (236, 246) is recommended wherever it is 
possible, as this process is more easily performed than 
that of filtration (23 a): if a precipitate, however, refuses 
to settle after heating and shaking the liquid, filtration 
must usually be resorted to. 


* By the ‘original solution’? is meant the solution of the 
substance, or the substance itself if a liquid is under analysis, to 
which no reagent has been added. 
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For examples of substances to be given for analysis 
by Section V, see par. 537. 


*,* Note.—The numbers in brackets refer to the paragraphs in 
the text in which tests or processes to be employed by the student 
are fully described. 


Caution.—In every analysis each result must be fully 
entered in the note-book as soon as the experiment has 
been performed. The form of entry being the same as 
that adopted for the directions in the text. 

The substance given for analysis may be either a solid 
or a liquid. If it is a solid examine by A (331 ef seq.), 
if a liquid by B (334 et seq.). 


A.—THE SUBSTANCE GIVEN FOR ANALYSIS 
IS A SOLID. 


331. Make a careful examination of the properties of 
the substance, noting down its color, its smell if it pos- 
sesses any ; also its form, whether it is in powder, crystals, 
or non-crystalline pieces. Note carefully also any ap- 
pearance or property which may strike you on examin- 
ing the substance with the naked eye or with the assist- 
ance of a lens. 

If the substance possesses a metallic lustre or appear- 
ance, work as directed under (366) ; if it is not metallic 
in appearance, proceed to ascertain its solubility by the 
directions contained in par. 332, and, according to the 
result thus obtained, conduct the further analysis of the 
substance by par. 333 or by par. 367. 


eee ee a 
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SOLUBILITY OF THE SUBSTANCE. 


332. Since the method of examination of a solid sub- 
stance depends upon whether it is soluble or insoluble 
in water or acids, the following experiments are tried. 

Place a small quantity of the finely powdered sub- 
stance in a broad test-tube or a boiling-tube, fill the tube 
about one-third with water, and heat to boiling: 


1. The substance 
dissolves. 


|| After examin- | 


ing a portion 
of the solid 
substance by 
the prelimina- 
ry tests (333) 
proceed to ex- 
amine the col- 
or and reac- 
tion of the 
liquid to lit- 
mus by (334, I, 
Il),-and refer 
to (335) for di- 
rections for 
analysis. 

The examina- 
tion for the 
acid radicle 
will be found 
in paragraphs 
446-35; 


The substance does not dissolve: heat a fresh portion with strong 
HCI to boiling, if it does not dissolve, add water and boil: 


2. The substance | The substance does not dissolve: put aside the test- 
tube containing the substance with HCl, and 
boila fresh portion of the substance with strong 
HNOs; if it is not dissolved, add waterand boil: 


dissolves. 


(See note below.) 


— of Group's, 


After examin- 
ing a portion 
of the solid 
substance by 
the _ prelim- 


inary tests 
(833) proceed 
toexaminethe 
HCl solution 
(after noting 
its color, see 
334, 1) for the 
metal by (336- 
345) Examine 
afresh portion 
for the acid 
radicle by (343 
et seq.). 

[ Note.—The re- 
sults mention- 
ed in (346) may 
be here obtain- 
ed, if any one 
of them occurs 
itshould be no- 
ted down; ob- 
serve especial- 
ly whether any 
effervescence 
occurs with 
HCl.] 


The substance 
dissolves. 


After cases: 
ing a portion 
of the solid 
substance by 
the prelimina- 
ry tests (333) 
examine the 
HNOgsolution 
after noting 
ts color, see 
(334, I) for the 
metal by (336 
et seq.) taking 
care after test- 
ing for Group! 
by HCl to boil 
down consid- 
erably in a 
porcelain dish 
after adding a 
little strong 
HCl,*and then 
add dilute HCI 
before testing 
for Group If 
by HS. 


Examineafresh 

portion of the 
substance for 
acids by (346 
et seq.). 


The substance does not dissolve: 
mix together the contents of 
the two tubes in which the sub- 
stance was heated with HCl 
and with HNOg3, and heat the 
mixture. 


4. The substance |\5. The substance 


dissolves. does not dis- 
solve. 
After examin- 
ing a portion |Examineafresh 
of the solid | portion of the 
substance by | substance by 
the prelimi-| (367). 


nary tests (383 


et seq. examine 
the solution in 
HNo,and HCI 
mixed, as di- 
rected in the 
preceding col- 
umn (332, 3) 
for the metal, 
and a fresh 
portion of the 
substance for 
acid radicles 

by (346 et seq.). 


_ * This method of proceeding removes HNO ,which would cause with H,S a deposit of 8. 


g* 
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PRELIMINARY EXAMINATION 
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[333. 


THE SUBSTANCE IS SOLUBLE IN WATER OR 


ACIDS. 


333. PRELIMINARY EXAMINATION. 


The table is thus arranged: in the first column is 
placed the experiment to be made; in the second a list 
of the results, any one or more of which may be ob- 
served; and in the third the inferences to be drawn 


from the results. 


periments are occasionally entered. 
A more complete preliminary examination will be 
found in (387-408). 


Experiment. 


Confirmatory or supplementary ex- 


Observation. 


I. Heat. a portion of 
the substance in 
an ignition-tube, 
orin a small dry 
test-tube. 


Confirmatory.—If a 
sublimate forms, 
boil another por- 
tion of the sub- 
stance with KHO 
solution, 


1. The substance does not change, 


2. The substance changes color: 


Ye low, hot. White, cold. 
Yellow-brown, “ Yellow, ss 
D rabaong of ; m3 Red brown, ee 


3. The substance fuses easily, 


4. The substance sublimes, . : 


A smell of NH, is evolved, and white 
fumes appear when a rod moistened 
with strong HCl is held to the mouth of 
the tube. 


5. The substance blackens, and gives off 
COg, which makes a drop of lime-water 
on a glass rod milky. 


If the cool residue in the tube effervesces 
with HCl, whereas the original sub- 
stance did not. 


Inference, 


. |Absence of volatile, 


fusible and organ- 
ic substances, and 
of water. 


ZnO. 
PbO,SnO, or BigO3. 


Fe,03 . 


Probable presence 
of a salt of Na or 
K, possibly also of 
Ba, Sr, Ca, Mg. 


. |Presence of a salt of 


NH,, .As, or Hg; 
possibly also of 
H020,, of S (yel- 
low),and of I (pur- 
ple vapor). NH, 
is found by the fol- 
lowing confirma- 
tory test,—As is 
detected in Exp.V, 
Hg may be found 
by (147), or its de- 
tection may be 
omitted here. 

Presence of NH,. If 
NH, is found here, 
the examination 
fur the metal need 
not be further con- 
tinued. 

Presence of an or- 
ganic acid radicle, 
probably Aor 'l or 
YU; the last is 
known by a smell 
of burnt sugar. 

The organic acid 
radicle is united 
with K, Na, Ba, 
Sr, Ca, or Mg. 
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PRELIMINARY EXAMINATION— Continued. 


Experiment. Observation. Inference. 


6. Gas or vapor is given off: smell the 


vapor: 
Red nitrous fumes, recognized by their) |From nitrate of a 
smell, . 2 heavy metal. 
SO,, known by its smell and by turning From combustion | 
K,Cr,0, solution green. of free S or asul- 


phide; possibly 
also from a_ sul- 
hate or sulphite. 
Cl, Br, I, known by smell and color: Br Moe eertain chlo- 
and T by action on starch-paste, and Cl | rides, bromides, or 


by bleaching moist litmus. iodides, also free I. 
A slip of wood with a spark at its end, |O from chlorate or 
glows brightly or bursts into flame. nitrate, or N,O 


from decomposi- 
tion of NH,NO3. 


II. Dip into the) 1. The flameisnotcolored,. . .  .|Probable absence of 
powdered = sub- the substances } 
stance a moist- enumerated below. 
ened loop of pla- 
tinum-wire, and | 2, The flame is colored: 
hold the loop in 


The gas burns at the mouth of the tube; 
note the color of the flame: 

Pale grayish-green, . 4 aca .|Presence of NHs, 
probably from 
strongly heated 

NH,NO3. 
Bright, white, ‘ fs : é ‘ - {Presence of PHsg, 
tert from a 
ypophosphite ; 
the unburnt gas 
smells of garlic. 
Purple). erat : : - .|Presence of Cy from 
a cyanogen com- 
und, probably 
j gCYa. 


= Intense yellow, Presence of Na. 
ee amen a Pale-vioiet, appearing violet-red through ) “ K 
strong HCl, and the indigo-prism, P 4 
preg hold in the ig, tbe green ‘through the “ Cx, 
flame. Red. ndigo-prism, . 
: Appearing intense red through a Sr 
the indigo-prism, . } y 
ok dy, Mts an ‘i: s & Ba. 
right-green, Wi ave centre “ 
Green, after om with ein } Cu. 
| Green, . ¥ Bas. 
| Pale-blue (livia), aot a Ty & As,Sb, 
| Blue, Pb. 
Vivid-blue, . < CuCl. 


Ifl. Heat a por-|1. The charcoal “deflagrates,” or burns|Presence of a ni- 
tion of the sub-| rapidly. trate or chlorate. 
stance inacavity | 2. A white mass is left in the charcoal, |Presence of Ba, Sr, 
scooped in char-| which does not fuse, and shines brightly Ca, Mg, Al, or Zn. 
coal, in the blow- when strongly heated. 
pipe flame. 


- La PE 
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PRELIMINARY EXAMINATION—Continued. 
Experiment. 


Observation. Inference. 


Confirmatory. — De- 
tach asmall portion 
of the unfused 
white mass, place it 
on red litmus-paper 
and moisten it with 
a drop of water. 

Conjirmatory.—If the 
moist residue is not 
alkaline to test- 
paper, moisten the 
remainder on the 
charcoal with 
Co (NOs), solution 
and heat again 
strongly in the 
blowpipe flame. 


The red paper becomes blue in a short time |Presence of Ba, 
where the substance rests. Sr, Ca, or pos- 
sibly of Mg. 


A blue residue, . }Presence of Al, 
or possibly of a 
phosphate, sil- 
icate, or bo- 
rate. 

A pink residue, . |Presence of Mg. 

A green residue, . * “ Zn. 


8. The residue is not white, and does not con- 
sist of globules of metal; neither is there 
any incrustration formed upon the char- 
coal; proceed to Exp. IV. 

4, The residue contains metallic globules or 
an incrustation forms on the charcoal; pro- 
ceed to Exp. V, omitting Exp. IV. 


IV. Fuse a _ small} The bead is colorless when heated in both |Absence of the 


quantity*® of the 
substance into a 
clear borax bead 
first in the inner 
then in the outer 
flame, noting in 
both cases the color 
of the bead whilst 
hot and when cold. 


flames. 


The bead is colored: 
~ Tn outer flame. 


Blue, hot; green, cold. 


Blue, hot and cold. 
Brown or dingy 


metals below. 


In inner flame. 
Red or colorless, 
Blue, hot and cold. 


Gray or black, hot 
and cold, . : 


Presence of Cu. 
ss Co. 


ove hot; léght- 

rown, cold. 

Brown, hot; yellow, 
cold. 

Green,} hot and cold. 

Purple, hot and cold. 


Bottie-green, hot and 
cold, . . K 

Green, hot and cold, . 

Oolorless, hot and 
cold, . > : 


Conjirmatory. — The 
presence of Cr or 
Mn may be con- 
firmed by fusing a 
portion of the sub- 
stance on platinum 
foil or wire with 
Na,gCOs and KNOs. 


A yellow mass on cooling, . 


A bluésh-green mass on cooling, 


* Tt is necessary to adjust carefully the quantity of substance fused into the bead ; if 
too much is used, the bead will often appear opaque; if too little is employed, one of 
the metals may escape detection. It is best at first to fuse only a minute quantity into 
the bead, adding more if no color, or but a faint color, is produced. 

+ Crif present as a chromate gives a bead brown whilst hot, after having been fused 
in the outer blowpipe flame; but this brown color is not reproduced in the case of Cr 
when the bead, after becoming green by being heated in the inner Hame, is again heated 

- in the outer flame, 
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PRELIMINARY EXAMINATION— Continued. 


Experiment. 


V. Mix thesubstance 


in a small cavity 
on wood-charcoal 
with NagCO3s and 


obtained, detach 
one and strike it 
sharply on _ the 
bottom of an in- 
verted mortar with 
the pestle,and note 
whether it is 
crushed to powder 
(brittle) or merely 
flattened out into 
a cake areas) 


If the globules are 


white and malle- 
able,take one upon 
the point of a pen- 
knile and see jf it 
will mark paper as 
a black lead-pen- 
cil does. 


Observation. © 


- 


Metallic scales or globules are obtained, or 
an incrustation on the charcoal: 


Globules. 


White and malleable 

not marking pa- 

r, and readily 
usible. 

White and malleable 
not marking pa- 
per, fusible only 
with ditticulty. 


NORE,” ere 6 38 


None, . * F 
None, . - : 


None, . . 


Incrustation. 


None, . ‘ 


Yellow whilst hot, 
white when cold; 
becomes green 
when moistened 
with Co(NOg3), 
solution and re- 
heated in the 
outer flame. 


Brown,. ‘ " 
White; on smelling 


the charcoal, a 
smell of onions is 
perceived. 
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Inference. 


KCy, and_ heat : ‘ 
strongly in the in- | White and brittle. White, . . : . | Presence of Sb. 
ner en e flame | White and brittle. Yellow, . . ? y ss Bi. 
for several min-| ed and malleable. None, . P - : o Cu. 
utes. White and malleable 

Confirmatory.—If me- | marking paper Fellow, 5 oe a Pb. 
tallic globules are | _ easily. 


Sn. 


Ag. 


Zn. 


After the completion of the preliminary tests for the metal, 
a solution of the substance is made according to the direc- 
tions in par. (332), and this solution is examined as there di- 
rected. 


ae ee 
“a ie 
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B.—THE SUBSTANCE FOR ANALYSIS IS A 
LIQUID. 


334. PRELIMINARY EXAMINATION. 


Note.—The experiments or observations which are to be made 
on the liquid are stated in succession in the first column: opposite 
to these there are drawn out in the second column the results, any 
one of which may be obtained ; and corresponding to these in the 
third column are given the inferences to be drawn from each of 


these results. 


Observation 
or experiment to Result of observation or experiment. 
be made. 


I. Note the color of Very delicate, . . 
the liquid. Pink 
Intense, ‘ : . 
Note.—If the color Very delicate, .. . 
has to be observed Seeen 
by night it should 
be examined bythe Intense, ° 
white light obtain- 
ed by burning a Reddish-yellow, . : ° 
piece of magnesi- Yellow 
um ribbon. Deli- 
cate tints are best 
seen by looking Bluey x ; . ‘ ° 
through some Violet (or purple), a ilioas Mani ‘ 
thickness of the 
liquid at a sheet of | The liquid is colorless, . Laer 
perfectly white pa- 
per. 


Light yellow, 5 ° 


Il. Dip pieces of | tis neutral, . 
red and blue lit- | (Not affecting the color of either paper.) 
mus - paper into 
the liquid. 


It is acid, y 
(Turning blue paper red. ) 


Note.—If, on adding Na,CO; to a part of 
the solution and warming, no effervescence 
occurs, free acid and acid salt are absent. 


Itis alkatine, . 4 ‘ 
(Turning red paper blue. ) 


Note.—If the color of the paper becomes 
only slightly a it indicates, proba- 
bly, the presence of an alkaline salt. 


Inference 
to be drawn from 
the result. 


Presence of Mn or | 
dituteCo solution. 
Presence of Co. 
Fe” or dilute 
Ni or Cr so- 
lution. 
‘6: Ni, Cr, or Cu 
solution. 
“Fe” or a bi- 
chromate, 
“«  Neutralchro- 
mate. 
pelle BF 
©: Cr ot aber 
manganate. 
Absence of Co, Ni, 
Cr, Cu, ete. 


. |Absenceof free acids 


and alkalies, and 
of all salts but 
some of those of 
Am, Na, K, Mg, 
Ba, Sr, Ca, Ag. 


Presence of a free 
acid, of an acid 
salt, or of a salt 
with acid reac- 
tion. 


Presence of a hy- 
drate of K, Na, 
Am, Ca, Sr, or 
Ba, or of a salt 
with alkaline re- 
action. 


334] 
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PRELIMINARY EXAMINATION— Continued. 


Observation 
or experiment to 
be made. 


III. Evaporate (21) 
some of the liquid 
upon a_ thin 
watch-glass,* 
heated very gen- 
tly by supporting 
it some inches 


above a small 
flame upon a 
piece of wire 


gauze, or by 
means of a sand 
or water bath. 

If a residue re- 


mains on the 
glass bring this 
gradually into 
the flame and 
heat it more 
strongly. 

_ 


IV. Add excess of 
strong NaHO or 
KHO solution 
and boil (51). 


Result of observation or experiment. 


A residue is left, a . 2 . 


On beingstrongly heated the residue black- 
ens, and emits a smell of burning, . z 
The smell resembles that of burning sugar, 


Note.—If the cold residue after ignition 
etfervesces with a drop of HCl, whereas the 
unignited residue did not, the organic acid 
— is. united with Ba, Sr, Ca, Mg, Na, 
or K. 


(The results in Exp. I, 1, 2,3,5, par. 333, may 
be here observed, and should be noted.] 


No residue is left, . F ‘ ° . 


Note.—If the liquid is also colorless, taste- 
less, and without action on litmus-paper, it 
must consist only or distilled water, and 
no further examination of it need be made. 
If the liquid is alkaline NHg must be 
looked for; if it is acid, H,CO3, HgSO., HCl, 
HNOs, H,S0,, and other volatile acids only 
need be tested for. 


Smell of NH3; moist red litmus is turned 
blue, and a rod moistened with strong 
HCl produces white fumes when held in 
the mouth of the test-tube. 


V. Dip a loop of | The flame is colored: 


platinum wire in- 
to the liquid, and 
hold it in the 
Bunsen flame 
(82); note the col- 
or of the flame, 
then moisten the 
loop with a drop 
of strong HCl, 
aud hold again in 
the flame. 


Intense yellow, ‘ F 4 F ‘ " 

Pale violet; violet red when seen 
through the indigo-prism, . ; 

Appearing green through the 
indigo-prism, . 


Red, Aupeetag intense red through 
the indigo-prism, . ° } 
Green, Yellowish-green, : ‘ : 


Bright-green, . P 


Pale (livid), . d F F 
Blue, vivid RP ghee iat 


Inference 
to be drawn from 
the result. 


Presence of some 
dissolved solid. 


Pres. of A, O, or T. 
Presence of ‘I. 


Absence of any dis- 
solved solid. 


Presence of Am. 

No further test 
need be tried for a 
metal if Am is de- 
tected here. 


Presence of Na. 
“ K. 


sels 2 
“ Sr, 


‘ BO Cu( 

: , Cu (usu- 
ally blue in 
centre). 

S -As; 8b;. 2b. 

 CuCl,. 


* A piece of thin glass from the side of a broken flask is a cheap and useful substi- 


tute for a watch-glass. 


+ This color is often rendered somewhat indefinite by the presence of a trace of Na, 


K is then found by the indigo-prism (49) or spectroscope. 
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PRELIMINARY EXAMINATION— Continued. 


Observation 
or experiment to 
be made, 


Result of observation or experiment. 


VI. Make a clear 
borax bead in a 
hee wire 
oop (31); dip it 
into asmall quan- 
tity of the liquid 
contained in a 
watch-glass,* 
then fuse itin the 
outer and inner 
blowpipe flames; 

' observe the color 
of the bead care- 
fully both whilst 
hot and when 
cold. 


Inference 
to bedrawn from 
the result. 


The head is colorless both hot and cold, Absence of the 
after having been heated in both flames, 


The bead is colored : 


In outer flame. 
Blue, hot ; green, cold. 
Blue, hot and cold. 
Brown or dingy 

purple, hot; light 

brown, cole, . 
Brown, hot; yellow, 

cold, . b . 
Green,} hot and cold. 
Purple, hot and cold. 


In inner flame, 
Red or colorless, . 
Biue, hot and cold, 


Gray or black, . 


Bottle-green, hot 


and cold, 


Green, hot and cold, 


Colorless, 


metals below. 


. | Presence of Cu. 
“ Co. 


se 


“ Fe. 


: bodes 1 9 See 
i OM. SV aa 


A yellow mass on cooling (105), . ‘ Presence of Cr. 


Via. Confirmatory. 
—The presence of 
Cr and Mn may 
be confirmed, if 
detected by the 
borax bead, by 
moistening a mixture of a little solid Nag°O3, and KNQ; on platinum foil, with a 
few drops of the original solution, drying by gently heating it at a short distance 
above the flame, and then fusing by directing the blowpipe flame on the lower sur- 
tace of the foil. 


A bluish-green mass on cooling (119), . . nas Ma. 


EXAMINATION FOR THE METAL. 


335. If the original liquid leaves a residue on evap- 
oration (334, III), and is neutral or acid to litmus-paper 
(334, I]), examine as directed under I (336 et seq.); if 
it is alkaline work by II (359). 

The method of analysis given below will be best un- 
derstood by a reference to the Table of Analytical 
Classification of the metals (p. 186): the list of metals 
possibly present, which is entered here at the head of 


* If the solution is very dilute, a portion of it should be evap- 
orated nearly to dryness in a small porcelain dish before the bead 
is dipped into it; if after dipping the bead once and fusing, no color 
is seen, it should be wetted once more with the solution and dried 
in the flame, and this process should be several times repeated 
before again fusing the bead. 

+ Cr, if present as a chromate, gives a bead brown while hot 
after having been fused in the outer blowpipe flame, but becoming 
permanently green in both flames after having been heated in the 
inner flame. 
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each Group Table, will be seen to correspond with the 
groups in that table. 


I. THe Liqurip 1s NEuTRAL or Acip To Litmus. 


336. Examination for Group I (Pb, Ag, Hg’).—To 
a portion of the liquid add HCl in excess (35a), and 
note any change which occurs (see Note 1). If a white 
precipitate forms,* add more HC] and heat for a moment 
to boiling, then cool at once; if any precipitate remains, 
work as directed under the left-hand column; if no precip- 
itate remains, refer to the right-hand column (note 2). 


A white precipitate forms (see note 3), and is either not dissolved | No precipitate forms, 


when boiled with HCl, or dissolves and reappears on cooling 
the liquid (showing the Presence of Pb). The precipitate may 


consist of AgCl, 


PbCly, HeqCly. 


Let the precipitate settle and decant the liquid (see note 
4); boil the precipitate in the test-tube with Am HO (see note 5): 


1. The precipitate 
dissolves, at least | 
in part (see note | 
below): | 
Presence of Aq. 
Confirm by add- 
ing excess of 
HNO, to the 
AmHOsolution, 
a milkiness ap- 
pears: 
Presence of Ag. 


Note.—Coagula- 
ted AgCl often 
dissolves only 


slowlyin AmHO. 


2. The precipitate does not dissolve: 


The color of the precip- 
tate is unchanged: 
Presence of Pb. 

Confirm by decant- 
ing the liquid, dis- 
solving the precipi- 
tate in HA. and add- 
ing K,CrO, to the 
solution; a yellow 
precipitate : 

Presence of Pb. 


| bright when rubbed: 


of Pbis also confirm- 
ed by the precipitate 
with HCl! dissolving 
on boiling and reap- 
pearing on cooling. 


The precipitate be- 
comes black : 
Presence of Hg!’ 
(Mercurosum). 
Confirm by immers- 
ing a bright slip of 
copper in a portion 
of the original solu- 
tion, made acid with 
a few drops of HNOs; 
a gray deposit forms 
on the Cu, which be- 
comes white and 


Presence of Hg’ 
(Mercurosum). 


or a_ precipitate 
forms in the cold, 
but disappears on 
boiling after addi- 
tion of more HCl, 
and does not reap- 
iat? on cooling the 
iquid: 
Absence of Ag, and 
probably of Pb and 

Hg’. 

Note.—Hg’ may pos- 
sibly be passed over 
in this group, since 
H¢g,Cl, is dissolved as 
HgCl, very readily 
when warmed with 
HCl and HNOg, and 
slowly when boiled 
with Hel alone. 
Hence it is most safe 
to examine some of 
the original precipi- 
tate (before it has 
been boiled with 
HCl) by the first 
column. 

Pass on to (337). 


Note 1.—Effervescence may be noticed on the addition of HCl, 


owing to certain gases being evolved, a list of which will be found 
in (349); some of them are readily detected by their smell or 
color, but special tests need not be tried, as they will be afterwards 
used in the Preliminary Examination for acid radicles (848 et seq.) ; 
the fact that a gas is evolved should however always be noted 
down, even if the nature of the gas is not ascertained. 

A yellow liquid whose color is due to the presence of a neutral 
chromate turns reddish-yellow on addition of HCl; this confirms 
the presence of a chromate. 

Note 2.—A white precipitate which disappears on boiling after 


* Yellow S may separate from a theiosulphate (see 349, 2); this 
precipitate requires no further examination. 
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addition of more HCl, and does not reappear on cooling, may con- 
sist of BiOCl or SbOCl] A little of the milky liquid produced by 
the first addition of HCl should be mixed with H,T solution, if 
the precipitate consists of SbOCI it will disappear, BiOC] is not 
thus dissolved. 

Note 8.—A colorless, gelatinous precipitate of hydrated SiO, 
may form here; confirm the presence of SiO, by evaporating a 
portion of the original solution to dryness with HCl, and warming 
the residue with HCl; a residue insoluble in HCI proves the pres- 
ence of SiO,; filter or decant from the residue of SiO,, and employ 
the HCl solution to detect the metal present by (337 e¢ seq.). 

Note 4.—In this and all subsequent places where decantation of 
the liquid is recommended, it should be understood that a precipi- 
tate will usually settle if the liquid is well shaken or heated and 
allowed to stand for several minutes. (See 23 6.) 

Note 5.—In case the liquid cannot be completely decanted, add the 
AmHO in excess to the liquid in which the precipitate is suspended. 


337. Examination for Group II (Hg, Pb, Bi, Cu, 
Cd, Sn, As, Sb).—To the above portion of the solution, 
made acid with HCl and boiled until free from Cl or 
SO, if these gases are evolved on heating, add water; a 
milkiness due to precipitation of BiOCl or SbOCl may 
result, SbOCl being distinguished from BiOCI by a few 


drops of the liquid becoming clear on addition of H,L 
solution. Whether a milkiness has been produced or 
not by water, add strong H,S-water or pass H,S until 
the liquid after having been well shaken smells strongly 
of the gas, and heat gently (see Note 1 below); if no 
precipitate forms, heat to boiling, since Sn (as stanni- 
cum) and As (as arsenicum) are only precipitated by 
HS on boiling; if a precipitate has formed examine it 
by the following table; if none has appeared, or only 
a white milkiness due to precipitation of sulphur (see 
Note 2 below), the absence of Hg, Pb, Bi, Cu, Cd, Sn, 
As, and Sb is proved ; pass on to (338). 

Note 1.—Certain changes in the color of the precipitate may be 
noticed if the H,S is slowly added; thus Hg’/ gives a precipitate 
which is at first white, then yellow, brown, and ultimately black ; 
Pb, in strongly-acid solutions, gives a red precipitate, becoming 
black on addition of water and more H,S. 


Note 2.—Churacteristic changes of color of the solution often 
accompany the separation of sulphur; thus 


A reddish-yellow solution changing to pale green indicates a ferric salt. 

A reddish-yellow solution changing to green indicates a chromate. 

A green solution changing to colorless indicates a manganate. 

A purple solution changing to colorless indicates a permanganate. 
The precipitated S need not be examined. 
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Note the color of the precipitate yielded by H,S, and examine it according to 1, 2, or 


3, below: 


1. The precipitate is dark-brown or black; it may consist of SaS, CuS, HgS, Bi,S;, PbS. 


Add pure NaHO in excess to the liquid and precipitate, or to the precipitate 
alone after decanting the liquid if possible (see note 4, p. 198), and boil: 


The gevraninte dis- 
solves ; to a por- 
tion of the 
NaHO solution 
add HC] in ex- 
cess, brown SnS 
is reprecipita- 
ted 


Boil another por- 
tion after add- 
ing a little yel- 
low Am,§, then 
add HCl in ex- 
cess, a yellow 
eran of 

nS3: 

Presence of Sn’ 
(Stannosum). 
[The presence of 
Sn” may also be 
confirmed by 
adding HgCl,to 
a part of the ori- 

nal solution, 
a white precipi- 
- tate shows Pres- 


The ree does not dissolve: it may consist of CuS, HgS, Bi,Ss, 


a, The original solution is blue or green, and becomes intensely 
blue on addition of excess of AmMHO: Presence of Cu. Confirm 
by adding a few drops of H,SO, to the original solution, and dip- 
ping into it a bright knife-blade or piece of steel, a red film of Cu 


eposits: Presence of Cu. 


Note.—To detect small quantities of Cu the K,Cfy test (in 163) 


should be used. 
8. The original solution is coloriess. 


Test in separate portions for 


Hg, Bi, Pb, by the following special tests: 


After acidifying | Pour another 


ortion of | To a portion add 


with HCl (if not | the original solution into | HgSO,4, a white 
already acid),im- | much cold distilled water; | precipitate: 
merse in the so-| a white precipitate or| Presence of Pb. 


lution for a few | milkiness: 


(The presence of 


minutes a bright Presence of Bi. Pb may be con- 
strip of Cu; a| Note—If Bi is suspected | firmed by add- 
gray film is de- | and no milkiness appears, | ing to a part of 
posited, which be- | add excess of AMHO tothe | the original so- 
comes white and | liquid; Bi (if present) falls} lution AmHO 
Lok a when | as eat filter, a ota in excess, then 
rubbed : or two drops of boiling| HA in excess, 
Presence of Hg’ | HCl upon the precipitate | then K,CrOy. A 


It (Mereuricum). and let them drop through cats 
ence of Sn’.] [The SnCl,_ test | into large excess of water; ig A ak 
(145) may also be | a milkiness, on stirring, | pyce of Pb.] 
used as confirma- | shows Presence of Bi. 
tory.] 


2. The precipitate is yellow: it may consist of CdS, As,S,, Sn&,: 
Boil the precipitate with NaHO in excess, after decanting the liquid if possible: 


The precipitate does | The precipitate dissolves: it may consist of As,S, or SnS,; examine 
not dissolve: it portions of the original solution as directed below: 
is bright yellow 
and pulverulent: | Acidify a portion with HCl and | Acidifya portion with strong 
Presence of Cd. place in ita Fisse of Zn resting | HCl, immerse in it some 
Sage presenceof| 6n a piece of platinum foil: Sn | pieces of bright Cu and boil, 
Cd may be con-| jis deposited on the Zn: a black film is deposited on 
firmed by show- _ Presence of Sniv, the Cu: 
ing that the pre- (Stannicum.) Presence of As. 
cipitate produced The deposit of Sn may be detach-| Note.—If the yellow precip- 
by H,S dissolves | oq from the Zn, and dissolved by | itate formed by H,S appear- 
on being boiled | pojling it in a test-tube with a little | ed at once in the cold, the 
with dilute strong HC], then HgCl, added; a As is present as Arsenosum ; 
H,S0,.] white precipitate confirms if it formed only on boiling, 
Presence of Sniv.} Arsenicum is present. 


3. The precipitate is orange-red: it may consist of SbSs. 
Confirm by acidifying a portion of the original solution with HCl, and immersing 
in it a piece of Zn resting on a slip of platinum foil, a black stain on the platinum 
193): 
ie Presence of Sb. 


Note—It occasionally happens, if the solution has not been sufficiently diluted, 
that H,S gives a reddish precipitate with Pb solution; such a precipitate, however, 


becomes black on adding more H,S-water. 
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338.—Evxamination for Group III. (Al, Fe, Cr; Zn, 
Mn, Ni, Co; Ba, Sr, Ca, Mg as phosphate, fluoride, or 
oxalate; BaCrQ,). 

Caution.—It is of the greatest importance to remem- 
ber that if an organic salt—more especially a tartrate— 
has been detected in the preliminary examination, and 
it has not been proved to be a salt of Ba, Sr, Ca, Mg, K, 
or Na, and must therefore be a salt of one of the metals 
of Group III, the detection of the metal by the direec- 
tions given below may be hindered or prevented. It is 
therefore necessary to destroy the organic acid radicle by 
evaporating some of the substance to dryness after add- 
ing a little strong HNO,, and then gently igniting the 
residue. The residue, when cool, is dissolved by warm- 
ing with a few drops of HCl, the solution diluted, and 
this solution is to be substituted for the original solution 
in the examination for Group ILI. 


To another portion of the original solution add first 
AmCl solution, then AmHO in excess; note carefully 
the color and appearance of any precipitate (which is 
probably due to Al, Fe or Cr, but if white or nearly so 
may be a phosphate, oxalate, etc.), or the color of the 
liquid if no precipitate forms (Ni yields a violet-colored 
liquid) ; then whether a precipitate has been produced or 
not, ‘add Am,S or better H,S, and boil. (See note 
below.) 


Note.—If no precipitate forms on addition of AmCl and AmHO, 
or of Am,S, until the liquid is boiled, when a pale-green precipi- 
tate is produced, this precipitate is due to the presence of a chromate, 
which will have been already detected by the liquid turning from 
yellow to green on addition of H,S. The pale-green precipitate 
need not be further examined, but its formation should be noted 
as confirmatory of the presence of a chromate. Proceed to exam- 
ine for the metal present by (342). 


If a precipitate forms examine it by the table below.* — 


* White S, separated from the Am,S by the action of a ferri- 
cyanide or other oxidizer, may here render the liquid milky: it is 
recognized by disappearing again when a small quantity of the 
milky liquid is warmed with more Am,S. Its appearance should 
be noted, but it is not to be considered as a third group precipitate. 
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If no precipitate forms, the absence of Al, Fe, Cr, Zn, 
Mn, Ni, Co, and of Ba, Sr, Ca, Mg as phosphate, oxalate, 


and probably as fluoride, also of BaCrO,, is proved ; pass 
on to (342). 


Note the color of the precipitate, and examine it accord- 
ingly by 1 or 2 below. 


1. The precipitate after addition of Am,S is black, it may 
consist of FeS, CoS, or NiS; the means of distinguish- 
ing these three metals is given below. Note first the 
color of the original solution (334, 1). 


a. The color of the 


b. The color of 
the original 
oe pm bat 2 

nk, or possi- 
bly blue, be- 
ne pink 
on dilution: 
—Presence of 
Co. 


c. The color of the original solution was 
original solution green :—Presence of Ni or Fe’. 
was yellow or red- 
dish brown:—Pres- 


Re Note the effect which was poe by 
ence of Fe’. 


the addition of AmCl and AmHO: 


A blue solution was | A dingy-green pre- 
produced: — Pres-| cipitaie, which, 


when shaken 


This is confirmed 
by the precipi- 
tate produced b 
AmCland AmH 
in the original so- 
lution having 
been reddish- 
brown, and be- 

. eoming black on 
addition of Am,S. 


As a confirmatory 
test add to a por- 
tion of the origi- 
nal solution 
(acidified with 
HC1 if necessary), 
a few drops of 
KCyS solution, a 
blood-red _colora- 
tion, destroyed by 
HgCl, shows: 

Presence of Fe'” 

(Ferricum). 


The presence 
of Co may be 
confirmed by 
adding ex- 
cess of KHO 
to the origi- 
nal solution, 
a blue pre- 
cipitate turn- 
ing red on 
boiling shows 
the presence of 
Co. 


Co will also 
have been de- 
tected by its 
borax ead 
(334, VI). 


ence of Ni. 


The presence of Ni 
may be confirmed 
by adding excess 
of KHO to a part 
of the original 
solution; a light- 
green precipitate 
shows the pres- 
ence of Ni. 


Ni will also have 
been detected by 
its borax bead 
(334, VI). 


round in a por- 
celain dish and 
left for several 
minutes exposed 
to the air, be- 
comes brown :— 
Presence of Fe’. 


Confirm by adding 

K,Cfy, to some 
of the original 
solution  (acidi- 
fied with HCl, 
if necessary); a 
dark-blue __pre- 
cipitate : — Pres- 
ence of Fe’ (Ker- 
rosum), 


2. The precipitate, after addition of Am,S, is white or light- 
colored.—It may consist of Cr,Ho,, Al,Ho,, ZnS, Mn; 
jor of BaCrO,, or Ba, Sr, Ca, Mg, as phosphate, oxalate, 

uoride, silicate, or possibly borate]. The substances 
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in brackets can however only be present if the liquid 
given for analysis was acid in reaction, or if a solid 
was given which was insoluble in water. 

To asmall portion of the original solution add KHO 
drop by drop until a precipitate is produced. (See 
note below the table.) Note the color and appearance 
of this precipitate, then add a larger quantity of KHO 
and stir or shake well; one of the following results (a 
or b) will be noticed : 


a. The precipitate at first produced by K HO redissolves 
when the KHO is added in larger quantity ; indicating 


the presence of Al, Zn, or Cr. 


of the precipitate : 


A pale green flocculent pre- 
cipitate, which is reprecip- 
itated from the solution 
in KHO. when that liquid 
is diluted and boiled for 
several minutes, or when 
it ismixed with AmCl:— 

Presence of Cr. 


Confirm by boiling some 
of the green KHO solution 
with lead peroxide (PbO,) ; 
a yellow liquid is obtained, 
which, if decanted, yields 
a yellow precipitate on ad- 


dition of HA in excess. 


The color of the solution 
and of the borax bead will 
also have detected Cr. 


Note.—If the Cr was pres- 
ent as a chromate, AmCl 
and AmHO will have 
yielded no precipitate ; but 
there will have been a 
green precipitate on addi- 
tion of Aim,3 and heating. 


A white precipi- 
tate, which is 
reprecipitated 

Jrom the KHO 
solution by ad- 
dition of a few 
drops of H,S- 
water, but is 
not reprecipi- 
tated by addi- 
tion of AmC1:— 
Presence of Zn. 


Confirmed by no 
precipitate hav- 
ing been pro- 
duced by AmCl 
and AmHO, but 
a white precip- 
itate by addi- 
tion of Am,S, 
or of H,S after 
AmHO. 


Note the appearance 


A white flocculent precipitate, not 
reprecipitated from the KHO 
solution oF addition of a few 
drops of H,S-water or by boil- 
ing, but reprecipitated immedi- 
ately ifsufficient AmCl solution 
is added :— 

Presence of Al. 


Note.—AIPO, is_ precipitated 
here also, and is soluble in KHO, 
but differs from Al,Ho, in being 
reprecipitated from the KHO 
solution by addition of excess of 
HA; hence, if on acidifying the 
KHO solution with HA the pre- 
cipitate reappears, test for PO, 
by (889, 1); if PO, is detected the 
analysis is completed. Further, 
AIPO, is soluble only in acids; 
hence the pet yews liquid must 
have been acid or the original 


solid substanee insoluble in 


water, and in the acid solution 
AmCl and excess of AmHO will 
have given a colorless gelatinous 
precipitate resembling Al,Hog. 


Note.—Sometimes a flocculent precipitate is produced on adding 
AmCl and AmHO to the original solution, and yet no precipitate 
is produced by KHO; this renders probable the presence of an 


alkaline silicate. 


In this case evaporate a portion of the solution 


to dryness with HCl; warm the residue with HCl: if any residue 
is left, the presence of a silicate is proved; the clear solution is fur- 


ther examined fur K or Na by (845). 
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b. The precipitate at first produced by KHO does not re- 
dissolve on addition of more KHO; the precipitate 
will have one of the following appearances : 


A white or dingy yellow pre-| A pale yellow precipitate not 


cipitate, rapidly darkening 
when shaken in the air: 
Presence of Mn. 
Confirmed in the prelimi- 
nary examination by pro- 
ducing a green mass when 
fused with Na,i'O; and 


darkening in the air: this 
prelate will also have 
een produced by AmCl 


and AmHO, and its color. 


will nothave been altered 
by addition of Am,S: 
Presence of BaCrO,. 


A white precipitate, 
not darkening in the 
air: 


Presence of Ba, Sr, Ca, 
or Mg, as phosphate, 
oxalate, ete. 

Pass on to (339). 


KNO,. and by no precipi- 
tate having been produced 
on addition of AmCl and 
AmHO, unless the solution 
was exposed for some time 
to the air. 


| Ba has been already con- 
| firmed by the flame colora- 
tion (334, V), and a chro-| 
mate by the change of color 
of the orange-red liquid to 
green on adding H,S and 
heating (337, note 2). 


Note.—This_ precipi- 
tate can only be form- 
ed if the original solu- 
tion was acid. 


339. The precipitate may consist of Ba, Sr, Ca, or Mg 
as phosphate, oxalate, borate,* fluoride, or silicate. 

Examine for the metal and acid radicle as directed 
below, working through the columns from left to right, 
unless the presence of an oxalate (333, I, 5) or borate (334, 
V, or 333, IL) has been already proved in the prelimi- 
nary examination, in which case proceed at once to exam- 
ine according either to column 2 or 3. If this precipitate 
is proved to contain a phosphate, oxalate, borate, fluoride, 
or silicate, the further examination for an acid radicle 
becomes unnecessary. 


* Borates of Ba, Sr, and Ca are rarely precipitated in Group 
III, since they are soluble in the AmCI formed on adding AmHO 
to the HCl solution. 
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1. Add a few | 2. Add AmHO in | 


drops of the | 


original solu- 
tion to some 
AmHMo0O, 
solution, and 
warm gently: 
a yellow pre- 
cipitate (277) 
shows 
Presence of a 
phosphate, 
Examine fur- 
ther for the 
metal pres- 
ent by (340), 


If no precipi- 
tate is pro- 
duced by 
AmHMo0O, 
pass on 
column 2. 


excess to a por- 
tion of the ori- 
ginal solution,* 
filter, dry the 
pecnouee and 
eat a portion 
of it to a dull 
red heat for sev- 
eral minutes on 
latinum foil. 
Place the foilina 
ones tonsa 
ur afew drops 
Me dilute Hel 
upon it; if the 
residuedissolves 
with  efferves- 
cence, it shows 
the Presence of 
an oxalate. 


Test this HCl so- 
lution for Ba, Sr, 
Ca, Mg, by (342- 
344), using it as 
the original so- 
lution. 


The presence of 
an oxalate may 
be confirmed by 
heating the pre- 
cipitate* with 
strong Hat0, 
when €O and 
CO, will be evol- 
ved; and if the 
substance under 
analysis is a 
solid,it will have 
been found also 
by (833, I, 5). 


If the ignited pre- 
cipitate does not 
dissolve with ef- 
fervescence,pass 
on to column 3. 


3. Stirsome Wes. 4. Place another | 5. If phos- 


precipitate 
duced by Am 10% 
from column 2, 
onawatch-glass, 
with a little wa- 
ter to which a 
few drops of HCl 
have beenadded, 
until the preci- 
pitate is dissoly- 
ed. Dipintothe 
liquid a slip of 
turmeric paper, 
and dry at steam 
heat; the slip 
appears reddish- 
brown, and be- 
comes dingy 
green when mois- 
tened with 
AmHO :— 
Presence of @ > 
borate, 


The presence of a 
borate may also 
be detected or 
confirmed = b 
heating with al- 
coholand strong 
H,SO, and kind- 
ling the alcohol: 
a green-edged 
flame shows a 
borate. 


Examine for the 
metal present by 
(341). 


If a borate is not 
found proceed to 
column 4, 


portion of the 
precipitate 
produced ee 
AmHO* (co 
umn 2) ip 
a leaden cup 
or platinum 
erucible, add 
strong H3SO, 
and warm 
gently, cover- 
ing the vessel 
with a watch- 
glass, which 
has been coat- 
ed with a film 
of wax and 
has had char- 
acters traced 
with a sharp 
point through 
the wax (296); 
the glass is 
etched :— + 
Presence of a 
Sluoride, 


Examine for the 
metal present 
by (841). 


If no fluoride is 
found proceed 
to column 5. 


phate, oxa- 
late, borate 
and fluo- 
ride have 
been prov- 
ed to be ab- 
sent, a sili- 
cate is pro- 
bably pres- 
ent. 


Test for it 
by par. 341. 


340, Explanation Y Method.—In order to detect the Ba, Sr, Ca, 
or Mg, present as phosphates, the PO, must be removed from the 
solution and the metal left as chloride. 
tralizing all HCl and leaving the solution acidified only by free 
HA; by gradual addition of FeCl, and boiling, all PO, is pre- 
cipitated as FePO,, which (though soluble in HCl) is perfectly 


insoluble in HA. On filtering, 


This is effected by neu- 


FePO, remains upon the filter, and 


* Tf a solid is being examined, a portion of the original solid is 
employed for this test, instead of the precipitate produced by AmHO 
in the HC! solution. 
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the filtrate contains the metal (Ba, Sr, Ca, or Mg) as chloride, and 
is perfectly free from phosphate. 


Method.—Add to a portion of the cold original solu- 
tion AmHO, drop by drop, whilst constantly shaking 
the liquid, until a slight precipitate is formed, which 


does not disappear by shaking; then add HA - slight 
excess (35 a), the precipitate will redissolve: dissolve in 


the cold liquid a little solid NaA by shaking, and add 
Fe,Cl, drop by drop, until the liquid after being well 
shaken has a brown or red color; boil and filter imme- 
diately. The precipitate is thrown away. To the fil- 
trate AmCl is added, then AmHO until it is just in 
excess (35a); if any precipitate forms, boil and filter ; 
the liquid or filtrate, which must smell ‘strongly of NH,, 
is then tested for Ba, Sr, Ca, and Mg, by (342-344), 
this liquid taking the place of the original solution 
referred to in (342). See note. 


Note.—If any precipitate is formed in (342) by Am,CO,, it must 
be well washed several times with boiling water to remove Na, 
_ since else the intense yellow coloration of Na would mask that of 
Ba, Sr, or Ca. 


341. A portion of the original substance is placed in 
an evaporating basin, which is then nearly filled with 
dilute HCl, and the liquid is entirely boiled away ; the 
dish is once more filled with acid, and again evaporated 
to dryness: the residue in the dish is then warmed with 
dilute HCl, and filtered if any residue is left. (See 
note, p. 206.) 


Solution: the HCl solution is examined | Residue: if any resi- 
for Ba, Sr, Ca, Mg by (342-344) ; this due remains in- 


solution being treated as is there di- soluble in HCl, it 
rected for the original solution. proves: 
Presence of a silicate. 
(See note.) 
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Note —The evaporation to dryness with HCl removes H,BO,* 
and HF, which volatilize, whilst H,SiO, is left insoluble in HCl, 
and therefore remains as an insoluble powder on afterwards warm- 
ing with HCl; this residue of SiO, also remains, however, if HF 
was present, being caused by the corrosion of the dish ; since, how- 
ever, HF if present has already been found, no notice will then be 
taken of the residue. 


342. Examination for Group IV. 


Toa portion of the original solution add AmCl, AmHO 
in excess, and then Am,CO, solution; warm gently : 


A white precipitate forms, which may consist of | No _ precipitate 
BaCO,, SrCO,, CaCO,. Heat and filter, or let FF peter 
‘ Z ar a, 
stand for a time and decant; dissolve the precipi- Sr, Ca. 
tute by pouring upon it a little hot dilute HCl, and 


proceed to examine the solution by (343). Epes on, LOgeea: 


343. Dip a loop of platinum wire into the HCI solu- 
tion, and hold the wire in the Bunsen flame. If the 
flame coloration thus obtained is not decisive, employ 
the tests placed at the foot of each column as confirma- 
tory: 


A yellowish-green flame :} | A crimson flame, appear-| A red flame, appearing 
ing deep red through | dingy green through 
the indigo-prism: the indigo-prism: 


Presence of Ba. Presence of Sr. Presence of Ca. 


Confirmatory.—Add CaSO, | Conjfirmatory.—Add CaSO, | Confirmatory.—Add CaSO, 
to a perfectly cold por-| toa perfectly cold por-| toa portion of the HCl 
tion of the HCl solu-| tion of the HC] solu-| solution and boil; no 
tion, an immediate pre- | tion, no precipitate;| precipitate. 
cipitate shows Presence | but an immediate pre- 


of Ba. cipitate on boiling: as anerber portion ae 
m in excess, an 
Presence of Sr. Am (40,: white precip- 
itate: 
Presence of Ca. 


* Several evaporations are necessary in order to remove H,BO, 
entirely if it is present in large quantity; but its presence inter- 
feres only with the flame colorations of Ba, Sr, and Ca, and not 
with the liquid tests, and is therefore not of serious consequence. 

+ A brilliant green coloration may be seen following a yellow- 
ish-green or red coloration; it is due to the presence of H,BO,. 
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344. Examination for Group V. 


To the liquid, in which Am,CO, has produced no 
precipitate, add Na,HPO,, and if a precipitate does not 
form at once warm the liquid gently, shake or stir it 
well, and let it stand for some time; a white crystalline 
precipitate shows presence of Mg. If no precipitate 
forms, even after standing, Mg is absent; proceed to 
(345). 

345. Into a portion of the original solution, acidified 
(if not already acid) with HCl, dip a loop of platinum 
wire, and hold it in the Bunsen flame; if no distinct 
coloration is obtained, boil down some of the original 
solution in a porcelain dish nearly to dryness, add a few 
drops of HCl, and again try the flame coloration : 


A pale violet flame (sometimes tinged yellow by | Intense yellow 
a trace of Na), which appears violet or red | flame: which 


through the indigo-prism :—Presence of K. shows no red 
Confirm by stirring some of the original solu- or violet color 
tion, boiled down, if very dilute, with PtCl, through the in- 
and a few drops of HCI: a yellow precipitate digo-prism :— 


shows presence of K. Addition of alcohol Presence of Na. 
much aids the formation of the precipitate. 


[NaHT may be substituted for PtCl,, as being 
more economical. ] 


Note.—If the preceding examination has not detected a metal, 
no commonly occurring metal can be present in any quantity. 


EXAMINATION FOR THE ACID RADICLE IN A 
SOLID SUBSTANCE OR SOLUTION. 


346. Several acid radicles will usually have been 
already detected during the examination for the metal. 
Thus, on acidifying with HCl and warming (336) the 
acid radicles mentioned in (349) would be detected. 

346 a. On adding H,S-water and warming (337), the 
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following acid radicles will have been detected by the 
following changes : 


OrO,: a yellow or ) 
orange-red solution, 
becoming green, 

’MnO,: a green so- 
lution, becoming 
colorless, 

’MnO, : a purple solu- 
tion, becoming col- 
orless, 


and depositing 
white S, which 
makes the li- 
quid milky. 


a. Change of 


color. 


’SnO,: a dingy-yellow precipitate, usu- 
ally forming only when heat is ap- 
plied. 

'"AsO,: a bright - yellow precipitate, 


6. Formation forming at once in the cold. 


of apre- 4 ''AsO,: a bright - yellow precipitate, — 


cipitate. forming at once if the liquid is boiled ; 


but only after a long time in the cold 
solution. 
[ ‘’SbO,: an orange-red precipitate. 


Also PO, BO,, F, O, SiO,, may have been detected, if 
in combination with Ba, Sr, Ca, or Mg (339-341), 

If any one of the above acid radicles has been found 
and confirmed by a special test, together with the metal 
with which it is combined, any further examination for 
an acid radicle is unnecessary. If no acid radicle has 
yet been found, proceed according to (347 et seq.). 

347. Since the metal present has been detected already, 
the examination for the acid radicle may be usually 
much simplified by considering the solubility in water 
or in acids of the different saline compounds of this 
metal. Thus a salt of the metal which is insoluble in 
water cannot possibly be present in a neutral solution ; 
a salt insoluble in water and acids cannot be present in 
a liquid with either acid or neutral reaction. A reference 


to the Table of Solubilities (455-458, p. 271) will thus — 


frequently limit very considerably the number of acid 


i i ai et 
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_radicles that can possibly be present ; and in cases where this 
/ number is very small, the analyst may dispense with the 
full analytical course drawn out below, and proceed at once 
| to detect the acid radicle by trying special tests for those acid 
_ radicles only which can possibly be present. 


PRELIMINARY EXAMINATION FOR THE AcID RADICLE. 


348. Pour dilute HS,O, in excess upon the substance in 
a test-tube, and observe the effect produced ;* then heat to 
boiling : 

349. A gas is evolved, shown by the occurrence of efferves- 
' cence or by a characteristic smell ; see the six cases below: 


1. Colorless gas without | 2. Gas smelling of burning sulphur. | 3. Gas with a most fetid 


smell. smell 
A drop of lime-water, | A drop of K,Cr,0, solution, held in| A slip of filter-paper 


held in the tube upon moistened with alka- 
the end of a glass rod 
becomes milky :— 


Presence of a carbonate. 


4. Yellow gas, 
smelling of Cl. 

A slip of moist 
litmus-paper 
held 
tube is 
bleached :— 


Presence of a 
hypochlorite. 


5. Reddish-brown fumes are 
evolved, best seen by look- 
ing down the tube at 
white paper. 

in the | On adding a little cold dilute 

H,SO, and FeSO, solution 

toafresh portion, a deep- 

brown liquid:— 


Presence of a nitrite. 


the tube upon the end of a glass 
rod, becomes green :— 


Presence of a sulphite. 


The SO, gas is given off only after 
standing for a time or on warming, 
and yellow S separates :— 


Presence of a theiosulphate. 


line solution of PbAg, 
and held in the tube, 
is blackened :— 


Presence of a sulphide. 


6. Smell of HCy. 


ginal 
by (354, 355). 


Test for a cya- 
nide and a ferro-, 
ferri-,and sulpho- 
cyanide inthe ori- 
substance 


No gas is evolved :— 

Absence of car- 
bonate, sulphite, 
theiosulphate, sul- 
phide, hypochlo- 
rite, nitrite. 


Pass on to (350). 


350. Add strong H,SO, in small quantity to a fresh 
portion of the substance, mix well by shaking, heat the 
liquid and note whether any of the results enumerated below 
occurs ;* if none of them is noticed, examine the tube by 


(351). 


- * Tf Pb, Ba, Sr, or Ca is present, the addition of H,SO, causes a pre- 
cipitate of the insoluble sulphate: this in no way interferes with the 
results to be observed and may be disregarded. 
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of the 


stroyed :— 


4. A mixture of 
CO and CO, 
gases is given 
off; found by 
a drop of lime- 
water held in 
the tube being 
turned milky, 
and by the CO 
burning with 
a blue flame 
when kin- 
dled :— 


Presence of an 
oxalate. 


1. The liquid becomes yellow 
or red (see column 5), and 
a chloroussmell is given off: 
on warming the tube, a 
crackling noise or ae 
explosion is produced :— 


Presence of a chlorate. 


Confirmatory.—To a portion 

4 me original solu- 
tion* add a few drops of 
dilute indigo solution, 
then some H,S8O;3,the blue 
color of the indigo is de- 


given off :— 


Presence of a chlorate. 


5. A reddish-brown or violet color 


is produced in the acid, and 
no explosion or crackling oc- 
curs on warming :— 


Prob. presence of a bromide or 
iodide, 


If on heating the mixture, 


colored vapor is evolved (see 
note), hold in the vapor the 
end of a glass rod covered 
with moist starch powder: 
the starch becomes brown :— 
Presence of a bromide. 


The starch becomes blue :— 
Presence of an iodide. 


Note-—The vapor is much 


more easily obtained by mix- 
ing the substance with MnO, 
powder before adding H,SO, 
and heating. 


Presence of an acetate. 


fresh portion of the 
substance some _ alco- 
hol, then strong H,SO, 
and heat; a fragrant 
smell is given off :— 


Presence of an acetate, 


but the | 


2. A smell of vinegar is 3. Acid fumes are given off, 
iquid is not colored : 
drop in some small pieces 
of Cu and heat to boiling, 
reddish-brown fumes are 


evolved :— 


Presence of a nitrate. 


Conjirmatory.—Add_ to a | Confirmatory.—Add to the li- 
quid* in a test-tube about 
an equal volume of strong 
cool 
pour a little strong 
FeSO, solution gently down 
the inside of the tube so as 
to form a distinct layer on 
the surface of the acid 
liquid, a brown ring at the 
surface of contact of the 
two layers shows 


Presence of a nitrate. 


HS0O, 
then 


6. The substance | 7. If none of 


blackens and 
evolves gases, 
amongst which 
SO, is recog- 
nized by its 
smell and ac- 
tion on K,Cr,01 
solution :— 

Prob. presence 
of a tartrate, 


Confirm by 
(358). 
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thoroughly, 


the preceding 
acid radicles 

is found, add 
alcohol to the 
mixture of 
the substance 
with strong 
HS‘ %, heat to 
boiling, and 
kindle the al- 
cohol, it burns 
with a green 
edged flame:— 
Presence of a 

borate. 


Confirm by 
(357). 


351. After heating the tube containing the strong H,SO, 
and substance, let it stand for some time, then rinse it out, — 
dry the inside thoroughly ; if it is seen to be corroded and 


dimmed :—Presence of a fluoride is shown. 


The presence © 


of a fluoride, if decisively indicated here, requires no con- 


firmation. 


* Obtained by boiling the substance if a solid with water, and filter-_ 
ing or decanting the liquid, if the substance does not completely dis- 


solve. 
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352. The examination for the metal, or the prelimin- 
ary examination for the acid radicle, will have detected 
any one of the commonly occurring acid radicles, except 
those whose detection is provided for below (353-358). 

For the tests given below, use separate portions of the 
original substance. 

353. Acidify a portion of the liquid (or if a solid, 
boil it) with HCl and add BaCl,, or if Pb, Hg’, or Ag 
has been found, acidify with HNO, and add Ba(NO,),, 
since HCl and chlorides would precipitate the above 
metals as chlorides. Either no precipitate forms—pass 
on to (354),—or a white precipitate forms which does 
not disappear on boiling: Presence of a sulphate. 

354. Acidify a portion of the liquid, or if a solid is 
being examined heat the solid, with HNO,; filter off 
any precipitate or residue which may form, and add 
AgNO, solution: either no precipitate forms. (see note 
on p. 212), showing the absence of ’Cl, ’Br, ‘I, ‘Cy 
1" FeCy,), “(Fe,Cy,,), and (CyS)’, pass on to (356); or 
a precipitate forms, which does not disappear on warm- 
ing, see (355): 

355. A precipitate forms. Note its color; and ac- 
cording as it is white, yellow, or orange, examine it by 
1,,2, or 3; 
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ha 


1. The precipitate is white, and may consist of AgCl, AgCy (Ag,FeCy,, or AgCyS). 
To a portion of the original solution add HCl in excess, and then FegCl,: 


A blood-red coloration. 
Presence of a sulphocyanide. 


A deep blue precipitate: 
Presence of a ferrocyanide. 


If Fe,(], has yielded neither a precipitate nor coloration (indicating absence 
of a ferro-, ferri-, and pucgnocren we) decant the liquid from the precipitate 
caused by AgNOg, pour upon the precipitate some strong HNO, and boil: 


The precipitate remains 
undissolved : 
Presence of a chloride. 


The precipitate dissolves: 
Presence of a cyanide. 
Confirm the presence of a cyanide in a portion of 
the original solution by heating it with FeSO, Fe,C},, 
and KHO, and acidifying with HCl. A blue precip- 
itate:—Presence of a cyanide, 


2. The precipitate is yellow, | If an iodide is not thus de- 
and may consist of AgBr tected, add to another 
or AglI. portion of the original 


3. Orange-red precipi- 
tate. 
To a portion of the 


Test some of the original} solution several dropsof| original solution 
solution for an iodide by Cl water; if the liquid add HCl in excess, 
adding to it starch solu-| becomes yellow, and on then FeSO, solu- 


tion and KNO, solution, 


and then arenes (if 
8 


not acid) with HC 
deep blue coloration: 


being shaken with Cs, 
colors that liquid red- 
dish-brown, it shows: 


Presence of a bromide. 


tion; a deep blue 
precipitate shows: 


Presence of a ferri- 
cyanide. 


Presence of an iodide. 


Note.—If Hg has been found, HgCy, may be present, notwith- 
standing the formation of no precipitate with AgNO,. It is de- 
tected by (806, note 2, p. 178). If HgCy, is not present pass on 
to (356). 


356. Acidify some of the original solution if it is not 
already acid, with dilute HNO,; filter if necessary, add 
a small quantity of this acid solution to some AmH MoO, 
solution, stir well and warm gently: 


A yellow precipitate shows | If no precipitate forms, heat to 
presence of a phosphate. boiling ; the formation of a yel- 
low precipitate shows presence 
of an arsenate. 
If no precipitate forms even on 
boiling the liquid, pass on to 
(357). 


Note.—The presence of a phosphate or arsenate may be confirmed 
by dissolving the yellow precipitate, separated by filtration or de- 
cantation, by pouring upon it a little AmHO; then adding to this 
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solution AmCl and MgSO,, a crystalline precipitate will form which 
is to be filtered off and washed with a little cold water; on pouring 
upon this precipitate on the filter several drops of AgNO, solution, 
the precipitate becomes yellow if phosphate is present, and brown 
if arsenate is present. The presence of arsenate is further con- 
firmed by a yellow precipitate (As,S,) appearing with H,S (337) 
when the liquid is boiled. 

357. Acidify a portion of the original solution with 
HCl, dip into it a piece of turmeric-paper, and dry the 
paper at a gentle heat; if the paper becomes reddish- 

own when dry, and changes to dingy-green or blue- 
black when moistened with AmHO, the presence of a bo- 
rate is shown. If no reaction is obtained pass on to (358). 

358. The acid radicles, one of which may still be pres- 


ent, are ‘’f', ’C,O, and ’F. If the metal found belongs 
to Groups I, II, III, or IV, the examination must be 
begun at (358 5); if the metal present is K, Na, or NH,, 
examine by (358 a). 

358 a. Make the solution just alkaline with AmHO, 
then add CaCl, [or Ca (NO,),] solution in some quan- 
tity, shake well and let it stand if no precipitate forms 
at once; the preliminary examination will usually have 
indicated which of these acid radicles is present, and thus 
show according to which of the three columns below, the 
precipitate is to be further tested : 


I. A crystalline precipitate, ap- | Il. A white pulverulent pre- | III. A gelatinous 


pearing afier some time, shows 

probable presence of atartrate. 

Confirm either by 1 or 2 
below: 

1. Decant the liquid from the 
precipitate, add alittle water 
and asingle drop of AmHO, 
drop in a small erystal of 
AgNO; and warm very care- 
‘fully; a mirror is formed 
below the erystal, presence of 
a tartrate. This test may be 
tried also with the original 
solution by (322). 

2. On acidifying some of the 
neutral original solution 
with HA, and adding alcohol 
and KA (unless K or NH, 
has been detected in the sub- 
stance), and stirring or sbak- 
ing well, the formation of a 
crystalline precipitate shows 
presence of a tartrate. 


cipitate shows probable 
resence of an oxalate. 
he presence of an oxalate, 
alrvady indicated: by the 
test in 350, 4, must be con- 
firmed either bye warm- 
ing some of the original 
substance with MnO, and 
H,SO,, and testing for 
CO,g gas (319); or by the 
more tedious method of 
filtering off and drying 
some of the above precip- 
itate of CaC,O, and test- 
ing for a carbonate with 
HCl (318 a). 


10* 


floceulent precipi- 
tate shows proba- 
ble presence of a 
fluoride. 

Confirm by filter- 
ing and warming 
some of the pre- 
cipitate (or of 
the substance, if 
solid) in a small 
eup of lead or 
platinum, with 
strong H,S0,; 
fumes will be 
evolved which 
etch a properly 
prepared watch- 
glass (296). 
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358 b. An oxalate or fluoride of Ba, Sr, Ca, or Mg 
will have been already detected in par. 339. A tartrate 
of any one of these metals is found by gently heating the 
finely powdered substance (if it is a solid, or neutralizing 
the solution, if a liquid) with very dilute AmHO and a 
erystal of AgNO,; the formation of a mirror shows 
presence of a tartrate. If a metal of Groups I, II, or 
III has been found, the metal must be separated before 
testing for the acid tadicle, 

If the metal belongs to Group I or II, make the origi- 
nal solution just acid with HCl, and add H S solution 
or pass H,S (500 a) into the liquid for about five. min- 
utes ; filter off the precipitate and add more HS to the 
filtrate; if no more precipitate forms* boil in.a porce- 
lain dish until the liquid ceases to smell of H,S, and 
examine by (358 a). 

If the metal belongs to Group III add AmCl, AmHO 
till alkaline and Am,S; boil and filter, add to the filtrate 
Am,S; if no more precipitate forms* add HA in excess, 
boil, filter off S if necessary, and examine by (358 a). 


Tue Liquip ror ANALYSIS Is ALKALINE (334, IT). 


359. The following special course of examination 
should be pursued if the liquid under analysis is alka- 
line in reaction, since it is possible in such a case that 
two metals may be present, one of them as a constituent 
of the acid radicle. In the preceding course the detec- 
tion of one metal only is provided for. 

An alkaline solution may contain the oxide of any one 
of the metals Pb, Zn, As, Sn, Sb, Al, or Cr, together 
with the oxide of one of the metals K or Na; it may also 
contain K or Na as silicate. The detection of such sub- 
stances is provided for in paragraph 360. Certain other 
salts of K, Na, and NH,, which also have an alkaline re- 
action, may however be analyzed by the usual plan (336 
et seq.), as will be seen below (360 ef seq.). 


* If any further precipitate forms udd more of the reagent, filter, 
and test again by adding more of the reagent; this addition of re- 
agent, filtration, and testing the filtrate is repeated until no further 
precipitate forms on addition of the reagent. 
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360. To a small portion of the alkaline solution add 
several drops of dilute HNO, ; either no precipitate will 
form (see column 2, p. 216), or a precipitate forms; in 
the latter case note the color and appearance of the pre- 
cipitate, and proceed to test further as directed in 1 of 
table, p. 216. 

360 a. The presence of Na, K or NH, will probably 
have been already detected in the preliminary examina- 
tion; NH, or Na, if thus found, require no further con- 
firmation. 

The presence of K will usually not require sdnfirmiie- 
tion, but if any doubt is felt concerning its presence, 
confirm by adding to a part of the original solution ex- 
cess of HCl, evaporating to dryness, stirring and warm- 
ing the residue with a few drops of water and several 
drops of HCl, decanting or filtering if necessary from 
any undissolved residue, and stirring several drops of 
the cold, clear liquid on a watch-glass with PtCl, solu- 
tion for some time; a yellow precipitate forming on the 
lines rubbed by the rod confirms the presence of K. 


Re 
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THE SUBSTANCE POSSESSES METALLIC LUSTRE. 


366. This shows the probable absence of an acid 
radicle. The only non-metallic elements likely to be 
present are free carbon as graphite, free iodine, or com- 
bined sulphur, since several sulphides are decidedly 
metallic in appearance.* The presence of the metals 
Ni, Co, Fe in the free state, and of Fe,O,, may be shown 
by the substance being attracted by a magnet. Pb, or 
graphite, will be recognized by marking paper when 
rubbed upon it, as a black lead-pencil does; the mark 
due to Pb disappears if wetted with dilute HNO,. 

The preliminary examination may be advantageously 
modified and curtailed as shown below. 


Experiment. Observation. Inference. 


I. Heat a portion of | 1. A black lustrous mirror forms, .| Presence of As. 
the substance in a 2. A yellow sublimate forms, melt- 
small ignition-tube | ing, when heated, to brown drops, | Presence of S. 
(10). 3 Violet vapor is given off, condens- 

ing to black scales on the sides of 

the tube, . = : : = . | Presence of I. 
If the substance sublimes en- | Iodine alone is 

tirely in violet vapors, . <i present, 


II. Heat a portion in | 1. Smell of garlic, ios : 
the inner blowpipe | 2. If an incrustation forms, refer to 
flame in a cavity par. (333 V), where in the second 
scooped on a piece of and third column will be found 
wood-charcoal. the. appearance of the incrusta- 

tion and the metal whose presence 

it indicates, 

Smell of burning sulphur, . . | Presence of 8. 

A green flame coloration, . . | Presence of Cu. 


Presence of As. 


mS 


Ill. Place a portion of | 1. rol yp is evolved from the upper 
the substance in a end which smells of burning sul- 
piece of hard glass phur, and turns a piece of filter- 
tube, open at both peper moistened with K,Crg0, so- 
ends, and heat it ution green, . é 


- , . | Presence of S. 
strongly in the Bun- | 2. The substance burns completely 


sen flame, and after- but slowly away, glowing when 
wards in the blow- strongly heated. This effect is best 
pipe flame, if neces-| seen by heating it strongly on Pt 
sary (Fig. 35, p. 132). foil by directing the blowpipe flame 
on the under surface of the foil, . | Presence of C. 


* The most common sulphides which possess metallic lustre are 
“copper pyrites,” and ‘iron pyrites,’? which resemble brass in 
appearance; and ‘‘galena,’’ resembling lead. 
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After completing the preliminary examination proceed 
as directed under (332), using however strong HCl and 
strong HNO, instead of the dilute acids. 

No acid radicle need be tested for unless S has been found in the 
preliminary examination, when in a portion of the HNOs solution 


H,SO, is tested for by BaCl, ; ; if a white a forms insoluble 
on boiling, it confirms the pr esence of S. 


THE SUBSTANCE IS INSOLUBLE BOTH IN WATER 
AND IN ACIDS. 


367. It may consist of any one of the following sub- 
stances, those included in brackets being less likely to 
occur than the others, since they are soluble in sufficient 
water or acid on heating. As will be seen below the 
color serves to give some notion as to what substance 
is present. 


1. White: BaSO,, SrSO,, (CaSO,), PbSO,, (PbCl),, 
AgCl,* SiO, (Al,O, ignited), SnO,, Sb,O,, Sb,O,, 


al’... 


2. Dark-colored: ignited Fe,O, (dark-brown or black), 
ignited Cr,O, (dark-green), FeCr,O, and ignited 
PbCrO, (dark-brown), C (black). 


3. Yellow: S, AgBr,* AgI,* (PbI,). 


An insoluble silicate may also be present. 

For a fuller description of these substances see (475). 

According to the color of the substance examine it 

by (368; 1, 2, or 3). 

368. The preliminary tests given below will indicate 
or confirm the composition of the substance very rapidly, 
and may be substituted for those described in (333). : 

1. The substance is white (see 367, 1): Pour upon a 
small portion of it a drop of Am,S; if it blackens, the 
presence of Pb or Ag is probable; if it becomes yellow 
or orange-red, the presence of Sn or Sb is probable. 


* Darkens quickly in sunlight, and slowly in ordinary daylight. 
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Experiment. ho 
I. Moisten a clean loop of 


latinum-wire, immerse 
tin the powdered sub- 
stance, and heat the ad- 
hering powder for a 
short time strongly in 
the inner  blowpipe 
flame; moisten the loop 
with a drop of strong 
HCl, and hold it in the 
Bunsen flame. 


II. Mix some of the finely 


powdered substance 
with powdered NagCO; 
and KCy,in a small cav- 
ity made in a piece of 
wood-vharcoal, and heat 
the mixturein the inner 
blowpipe flame. 


III. Fuse a portion of the 


substance mixed with 
Na,CO; in fine powder, 
inacavity scooped upon 
a piece of wood-charcoal, 
in the inner blowpipe 
flame, produced from a 


spirit-lamp flame. 


OF A 


Result, 


A yellowish-green flame. 


A crimson flame, appear- 
ing deep red through the 
indigo-prism. 

A reddish flame, appear- 
ing dusky green through 
the indigo-prism. 


White metallic malleable 
globules, which if taken 
upon the point of a pen- 
knife are found to mark 
paper as black lead does, 
andif dissolvedin HNO; 
give a white precipitate 
with H,S0,; a yellow in- 
crustation is also formed 
on the charcoal. 


White metallic malleable 
globules, which do not 
mark paper 5 they dis- 
solve in HCl, the solu- 
tion giving a white pre- 
cipitate with HgCl 
Slight incrustation or 
none. 

White metallic britile 
globules, which, if dis- 
solved in boiling HCl, 
give an orange-red pre- 
cipitate with H,S; white 
incrustation. 

White seales, no incrusta- 
tion ; the metal is insol- 
uble in HCl, and if dis- 
solved in HNO; gives no 
hag peed with H,S0O,, 

ut a white precipitate 
with HCl; the original 
substance is instantly 
blackened by a drop of 
Am,§, and is dissolved 
on being warmed with 
AmHO (212-216). 


The cooled mass, if de- 
tached from the char- 
coal, placed upon a 
bright silver coin, and 
moistened with water 

ives, when crushed 
with the blade of a knife, 
a black stain. 


SIMPLE SUBSTANCE. 
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Inference. 


Presence of Ba. [Test an- 
other portion for SO, by 
(ILL), and see note below. ] 


Presence ofSr[ “ “  ] 


Presence of Caf *% “. j 


If SO, is not found, test 
for by (351 and 296). 


Note.—The above result 
may be confirmed by (369). 


Presence of Pb as chloride, 
sulphate or chromate. 
Test for chloride by boil- 
ing some of the substance | 
with much water, adding 
HNOgand AgNOg; white } 
precipitate: 

Presence of PbCly. 

Test for sulphate by (IIT). 
(See also 369.) 

Test for chromate by fus- 
ing in a porcelain cru- 
cible, with fusion mix- 
ture; yellow mass on 
cooling : 

Presence of PbCr0O,. 


Presence of Sn0y. 


Presence of Sb,0,4 or Sbg0,. 


Presence of AgCl. 


[See 
also (369 a) ]. 


Presence of a sulphate. 
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Note.—The presence of PbSO, may be confirmed by pouring 


upon the original substance HA, then excess of AmHO, and boil- 
ing; the substance will dissolve: acidify a portion of the solution 


with HA, and add K,CrQ,, a yellow precipitate: Presence of Pb. 
Acidify another portion with HCl, and add BaCl, a white precipi- 
tate insoluble on boiling: Presence of SO,. 

If none of the substances mentioned in the above 
table have been detected, test for Al,O, by heating the sub- 
stance strongly on charcoal in the outer blowpipe flame 
after moistening it with Co(NO,), solution, a blue mass 
shows presence of Al,O,. 

If Al,O, is not found fuse some of the substance ina = 
clear bead of NaAmHPO,, it floats undissolved: Pres- — 
ence of SiO, Proceed to (369 b). | 


2. The substance is dark-colored. (See 367, 2.) 

Place the substance on a piece of platinum foil and — 
heat the foil strongly on its under surface by the blow- 
pipe flame : 


The substance burns away | The substance does not burn away; place upon it 
slowly but completely: three or four times as much powdered Na,COg, 
and KNOs, and fuse for some time. 
Presence of C. 


1. The substance dissolves, forming a yellow mass 
when cold :—Presence of Cra0x. 


2. The substance remains undissolved as a dark- 
brown powder, and the mass on cooling is white: 
— Presence of FrgOs.* Confirm by boiling the 
mass with water, filtering and fusing the brown 
residue into a borax bead (100). 


3. The substance is yellow (367, 3). 


Heat a portion of it strongly in a small ignition-tube; 
one of the following results will occur : 


It fuses and sublimes, the subli- | It fuses but does not sublime. 
mate being yellow and melt- | Examine a portion of the sub- 
ing to reddish-brown drops|  atance for Ag and Pb by (368 
when heated : II), and another portion for 

Presence of 8. Br and I by (869 a). 


Note.—If the substance sublimes en- 
tirely it consists only of sulphur. 


* FeCr,O, shows both reactions 1 and 2, since it contains both 
Fe and Cr. 
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369. Fuse a portion of the substance, mixed with two 
or three times as much fusion mixture, for several min- 
utes on a piece of platinum foil (or if Pb is present, in a 
porcelain crucible) in the blowpipe flame; boil the cool 
mass with water until only a white powder 1 remains undis- 
solved, filter or decant : 


Filtrate: acidify with HCl and 
add BaCl,, a white precipi- 
tate which does not disappear 
on boiling: 

Presence of SO,. 


Residue: after washing several 
times with boiling water dis- 
solveitin a little hot HCl and 
examine the solution for the 
metal by (336 et seq.). 


369a. Fuse a portion of the finely powdered sub- 
stance for about five or ten minutes with two or three 
times as much fusion mixture in a porcelain crucible in 
the blowpipe flame ; as soon as the substance is cool, boil 
it with water for some time, filter, or decant if possible: 


The residue may be The clear solution is acidified with HNOs and divided 


used to confirm 
the ae of 
Ag, if the pres- 
ence of that met- 
al is not fully 
mre in (368 
Wash Po 
il Dh well, dis- 
solveit by warm- 
ing with a little 
dilute HNO,, add 
HCl, shake well, 
let the precipi- 
tate settle, de- 
cant, and show 
the precipitate 
to be soluble in 


1. To the first 
tion add AgNOs; 
a perfectly white 

recipitate, easi- 

y soluble in ex- 

p Ae of AmHO, 

shows" Presence 
of chloride. 


If the precipitate 
is yellow and not 
easily soluble in 
AmHO, see next 
column. 


into two portions. 


- |2. To the second portion add CS, suffi- 


cient to form a large drop at the 
bottom of the liquid, then Cl-water 
drop by drop, constantly shaking up 
the liquid and CS, well together: 


The CS, is colored |The CS, is colored 
reddish-brown: violet showing: 
Presence of bromide.| Presence of iodide. 

[The presence of 

I may be con- 


firmed by (269)]}. 


AmHO. 


3696. Fuse a portion of the powdered substance with 
fusion mixture, as directed in (369a). Boil the cold 
crucible in a porcelain dish with dilute HNO, until the 
mass is detached entirely, then evaporate the liquid to 
complete dryness: warm the cool residue with dilute 
HNO,, an insoluble residue shows or confirms the pres- 
ence of SiO, 

The solution, filtered if necessary from SiO,, i is tested 
for the metal present (336 e¢ seq.), bearing in mind that 
K and Na cannot possibly be present in the insoluble 
substance, since they form soluble silicates. 
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EXAMPLES OF ENTRY 


ANALYSES OF SIMPLE SALTS, SHOWING 
HOW TO ENTER RESULTS. 


A. Liquid given for Analysis. 
Preliminary Examination for the Metal. 


Experiment. 


1. Noted the color of the 
liquid. 


2. Dipped into it a piece 
of blue litmus-paper. 


3. Evaporated a few drops 
slowly upon a watch- 


glass. 
Ignited the residue 
strongly. 


4, Added KHO solution 
and boiled. 


5. Dipped a loop of pla- 
tinum wire into the 
solution and held it in 
the flame, 


|6. Dipped a clear borax 
bead into a portion of 
the solution, dried it by 
a gentle heat, dipped it 
again and fused in the 
outer and inner blow- 
pipe flame. 


Examination for 


Observation. 


Blue 


The paper was_ turned 
red, but on addition of 
Na,COs no~ efferves- 
cence occurred 


Pale blue residue left 


Blackened without smell 
of burning 


No smell of NH, 


Bright green flame; on 
moistening the wire 
with strong HCl and 
again helding it in the 
flame it gave a blue 
coloration é 

In outer flame the bead 
was green Whilst hot, 
blue when cold. 

In inner flame it be- 
came colorless, 


the Metal. 


Inference. 


Presence of Cu. 


Presence of a salt with 
acid reaction. 


Presence of some dis- 
solved solid. 


Absence of organic 
acid radicles. 


Absence of NH, 


Presence of Cu. 


Presence of Cu. 


To a portion of the liquid added HCl: 


No precipitate. 
Absence of Group I. 


A brownish-black precipitate. 


Added strong H,S- water: 


Presence of | 


Sn’’ He’’, Bi, Pb, or Cu. 

Allowed the precipitate to settle, poured off 
as much of the liquid as possible, and 
boiled the precipitate with excess of 
NaHO, it remained undissolved. 

Since the original solution was blue, a clean 


knife-blude was 


ped into a portion of 


di 
it acidified with H.S0,, red copper was 
deposited on the steel: 


Presence of Cn. 
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Preliminary Examination for the Acid Radicle. 


Experiment. 


1. Added dilute H,SO, 
and warmed. 


2. Added strong H,S0O, 
and warmed. 


Observation. 


No gas was evolved . 


No ‘one was evolved. : 
And no red fumes on 


adding Cu clippings 


Examination for the Acid Radicle. 


Added HCl and BaCl,; a white precipitate was produced 
which did not disappear on boiling: Presence of sulphate. 


Found Cu, SO, 


B. Liquid given for Analysis. 


Inference. 


Absence of carbonate, 
sulphite, sulphide, 
and nitrite, 

Absence of chlorate. 


Absence of nitrate. 


Preliminary Examination for the Metal. 


Experiment. 


1. Noted the color of the 
liquid. 


2. Dipped red _litmus- 
paper into the liquid. 


3. Evaporated a few drops 
to dryness upon a 
watch-glass. 

Ignited the residue 
strongly. 


4, Boiled a portion with 
excess of KHO. 


5, Dipped a joey of pla- 
tinum wire into the 
solution, and held it in 
the Bunsen flame. 


6. Dip a clear borax- 
bead into the solution, 
and fused in the outer 
and inner blowpipe 
flames, 


Observation. 


Light yellow. 

It was turned fainily blue. 

A yellow residue re- 
mained, 

No blackening. 


No smell of NH3. 


A pale violet flame, ap- 


pearing reddish-violet 
through the indigo- 
prism. 


Outer flame: brown, hot; 
green, cold. 

Inner flame: green, hot 
andcold. Browncolor 

not reappearing 

the outer flame. 


in 


Examination for the Metal. 
Since the liquid was alkaline in reaction, added to a 


Inference. 


Presence of a neutral 
chromate, 


Probable presence of 
an alkali salt. 


Presence of some dis- 
solved solid. 


Absence of organic 
acid radicle. 


Absence of NH,. 


Presence of K. 


Presence of Cr as a 
chromate. 
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small portion of it a few drops of HNO, until it became 
acid, this produced no precipitate. 

‘ To another portion added HCl, the liquid turned from 
yellow to orange-red, indicating presence of a neutral 
chromate : 


No precipi- | Then added H,S-water and warmed: 
tate. 


can The liquid | To another portion of the original solution added AmCl, 


became then AmHO; no precipitate formed ; then added Am,S, 
green, and| and boiled: 
white S was 


aap? No precipitate in the cold, | Added to another portion of 
Presence of a| but on boiling, a green | the solution AmCl, AmHO, 
chromate. flocculent precipitate | and Am,CO,: 
pee. formed, "oe ae ee Se ee 
ently consisting 0 
CrgHog reduced from the ak — Added to the 


J 3 same portion 
chromate. Absence of | NasHPO,and 


Group LV. stirred: 


No precipitate. 
Absence of Mg. 


Since. K was found by the flame coloration in the pre- 
liminary examination, its presence was confirmed by stir- 
ring a portion of the solution, to which a few drops of 
HCl had been added, with PtCl, on a watch-glass; a 
yellow crystalline precipitate forming on the lines rubbed 
by the rod: Presence of K. 


Found K, CrO,. 


C. A white crystalline substance given for Analysis. 


Boiled a small portion with water; it dissolved com- 
pletely. 
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Preliminary Examination for the Metal. 


Experiment, 


Observation. 


1. Heated in small dry test-tube. 


2. Dipped a loop of moistened pla- 
tinum-wire into the powdered 
substance, moistened with strong 
HCl and held in the Bunsen 
flame. 


3. Heated a small portion in a 


cavity on wood charcoal in the 
inner blowpipe flame. 


4. Fused on charcoal in the inner 


The substance gave off 
red fumes and oxy- 
gen gas, which in- 
flamed a _ glowing 
splinter of wood, 


It left a yellow residue, 


A pale blue flame, . 


Deflagration occurred, 

A white malleable 
globule remained, 
which easily marked 
paper. A yellow in- 
crustation, 

Same result as with 3. 


Inference. 


Presence of a nitrate of 
a heavy metal. 

Presence of Pb, Sn, or 
Bi. 


Presence of As, Sb, Pb. 


Presence of a nitrate 
or chlorate. 


Presence of Pb. 
Presence of Pb. 


blowpipe flame with Na,‘'O,; and 
KCy. 


Examination for the Metal in Solution. 


Boiled a portion of the powdered substance with wa- 
ter, cooled, added HCI to a part of the clear solution, a 
white precipitate was formed, which disappeared on boil- 
ing, but appeared again in the crystalline form on cool- 
ing the liquid (probable presence of Pb). 

Confirmed the presence of Pb by decanting the liquid 
and boiling the precipitate with AmHO, it remained 
white and did not dissolve; decanted the ammoniacal 


liquid, dissolved the precipitate in a little HA, and added 
K,CrO,, a yellow precipitate: Presence of Pb. 

Since a nitrate was found in the preliminary examina- 
tion, its presence was confirmed by adding strong H,SO, 
to the aqueous solution of the substance, and pouring 
solution of FeSO, carefully upon the cooled liquid in a 
test-tube ; a brown ring formed on the surface of the 
acid: Presence of NO,. 

Also some of the solution when heated with Cu and 
strong H,SO,, evolved reddish-brown fumes: Presence 
of NO,. 

Found: Pb,NO,. 
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D. A white powder emitting no smell, given for An- 
alysis. 

Boiled some of the powdered substance with water, it 
did not dissolve: added a few drops of strong HCl and 
boiled, the substance dissolved completely (absence of 
Group I) without effervescence. 


Preliminary Examination for the Metal. 


Experiment. Observation. Inference. 


1. Heated in a small dry test-tube. | Nochange,. . .. . Absenee of volatile and 
fusible substances, 
and of water of crys- 
tallization, ete. 


2. Dipped a moistened loop of pla- | No flame coloration, .| Probable absence of K, 
tinum-wire into the powdered Na, Ba, Sr, Ca, Cu, 
substance, moistened the powder ete. 


with strong HCl, and held it in 
the Bunsen flame. 


8. Heated a portion of the powder | The substance did not | Absence of alkali salt. 
strongly on charcoal in the inner fuse. 
blowpipe flame. A white luminous resi- 
due, which, when 
moistened on red lit- 
mus-paper, showed 
an alkaline reaction, ahr rites: of Ba, Sr, Ca, 
g. 


Examination of the Solution. 


To a portion of the HCl solution added H,S water ; 
no precipitate :—Absence of Group II. 

To another portion of the HCl solution added AmCl 
and AmHO in excess, a white flocculent precipitate; 
then added Am,S, the color of the precipitate was un- 
changed. 

To a few drops of the HCl solution added KHO drop 
by drop, until a white flocculent precipitate formed, then 
added excess of KHO and boiled, the precipitate did not 
dissolve, and it did not become discolored in the air :— 
Presence of Ba, Sr, Ca, Mg as phosphate, oxalate, ete. 

Added a few drops of the original HCl solution to 
some AmHMo0O, solution in a test-tube, and warmed 
gently, a yellow precipitate :—Presence of PO,. 

To another portion of the cold HCl solution added 
AmHO, drop by drop, until a precipitate formed which 


did not dissolve when shaken, then added HA until this 
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precipitate dissolved when the liquid was well shaken. 


‘Some small erystals of NaA were then dissolved in the 


cold liquid by shaking it, and Fe,Cl, added until the 
liquid appeared red ; it was then boiled and immediately 
filtered. To the filtrate AmHO was added in excess (no 
precipitate), then Am,CO,, a white precipitate formed :— 
Presence of Ba, Sv, or Ca. 

Filtered and dissolved the precipitate by pouring upon 
it a few drops of boiling HCl; dipped a loop of plati- 
num-wire into the solution, and held it in the Bunsen 
flame, a reddish flame, appearing dingy-green through 
the indigo-prism :— Presence of Ca. 

A few drops of the solution boiled with CaSO, gave 
no precipitate :—absence of Ba and Sr, therefore the pres- 
ence of Ca was confirmed by adding to the rest of the 
solution excess of AmHO, then Am,C,O,, a white pre- 
cipitate :—Presence of Ca. 


Found Ca, PO,. 


E. A white odorless powder given for Analysis. 


Boiled a portion of the substance with water, it did 
not dissolve: added HCl and heated again, it dissolved 
completely (absence of Group I) without effervescence. 


Preliminary Examination. 


Observation. Inference. 


Experiment. 


1. Heated a portion in a | The substance blackened 
small dry test-tube. slightly; it evolved CO, 
which turned a drop of 

lime-water milky. The 

residue in the test-tube 


2. Held a portion of the 
substance on a loop of 
latinum-wire in the 
unsen flame; then 
moistened with HCl 
and again held in the 
flame. 


3. Heated on charcoal in 
inner blowpipe flame. 


effervesced with HCI, 
whereas the original 
substance did not. 


A red coloration, appear- 
ing dusky green through 
the indigo-prism. 


A white luminous mass 
remained, which when 
moistened on red lit- 
mus-paper, turned it 
blue. 


Presence of an organic 
salt of K, Na, Ba, Sr, 
Ca, or Mg. 


Presence of Ca, 


Presence of Ba, Sr, Ca, 
or Mg. 
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Examination for the Metal. 
Added to a portion of the HCl solution strong H,S-— 


water. 


No precipitate: | To another portion of the HCl solution added 
Absence of AmCl then AmHO in excess, a white precipi- 
Group II. tate formed; added Am,S, the color of the 
precipitate remained unaltered. 

To another portion of the solution added KHO, 
drop by drop, until a precipitate formed, then 
more KHO and boiled ; a white precipitate 
insoluble in KHO, and not darkening in the 
air:—Presence of oxalate, phosphate, etc , of 
alkaline earths. 

Since the presence of an oxalate, of an alkali-, 
or alkaline earth-metal was indicated in the 
preliminary examination, a portion of the orig- 
inal substance was heated on platinum foil, 
then dissolved in HCl, and to the solution ex- 
cess of AmHO and of Am,CO, was added. 
The liquid was warmed and put aside till the 
precipitate subsided, then the liquid was de- 
canted and the precipitate dissolved in a few 
drops of HCl. 

A platinum wire dipped into this HCl solution 
gave a red flame coloration, appearing dusky 
green through the indigo-prism :— Presence of 
Ca. [Confirmed by another portion of the 
HCl solution giving a white precipitate with 
excess of AmHO and Am,C,0,.] 


The presence of C,O, was confirmed by heating some 
of the original substance with strong H,SO,: gases were 
evolved which rendered milky a drop of lime-water, and 
burnt with a blue flame, showing presence of CO, and 


CO :—Presence of C,O,. 
Found Ca, C,O,. 
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F. A yellow metallic-looking substance given for An- 


alysis. 


Preliminary Examination : 


Experiment. 


1. Heated a portion of 
the substance strongly 
in a smail tube closed 
at one end. 


2. Heated strongly on 
charcoal in the inner 


blowpipe flame. 

3. Heated a fragment 
po wey fd in a_ glass 
tube, n at th 


ends, es held oblique- 
ly in the flame. 


Observation. 


Inference. 


A yellow sublimate form- 
ed, which melted into 
brown drops; a smell of 
burning S was evolved, 
and a piece of paper 
dipped into K,Cr,0, so- 
lution, when placed in 
the mouth of the cei 
became green, . . ‘ 

A brown residue left, | 


Strong smell of burnin 
8S. The residue fuse 
into a dark-colored 
globule, which, when 
cold, was strongly at- 
tracted by the magnet, 


A gas was evolved with a 
suffocating smell, and 
which turned K,Cr40- 
paper green, é 


Presence of S. 
Probable presence of Fe. 


Presence of S. 
Probable presence ef Fe. 


SOs from combustion of 


Solution of substance. 


Warmed the powdered substance with a mixture of 
strong HNO, and HCl, it dissolved completely ; boiled 
down in an evaporating: dish, adding strong HCl several 
times ; when nearly dry, diluted with water. 


Examination of the solution for the Metal. 


The solution be- 
came colorless, 
and whiteS was 
precipitated : 

Probable presence 
of a ferric salt. 


Since the substance dissolved entirely 
I is absent ; to a portion of the solution added H,S water: 


in HCl, Group 


To another part of the solution added AmCl, 


then excess of AmHO; a brown flocculent 
precipitate formed, probable presence of 


Fe//’; 


then added "Am 25, and heated; the 


precipitate became black, and on settling 
left a yellow solution :—Absence of Ni. 


Confirmed the presence of Fe by adding toa 


fresh part of the original solution K,FeCy, 
solution, a dark-blue precipitate :—Presence 


of Fe’?’. 


11 
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Confirmed the presence of S by adding to a part of 
the original solution BaCl,, a white precipitate formed 
which did not disappear on boiling :—Presence of SO, 
derived from oxidation of sulphur. 


Found Fe,S. 


G. A white powder given for Analysis. 


Boiled a small portion with water, it did not dissolve. 

Boiled another portion with HCl, it did not dissolve: 
added HNO, and heated again, the substance was not 
dissolved. 

Hence the substance is insoluble in water and in acids, 
and since it is white, it can only consist of one of the 
following substances : 


_ BaSO,, SrSO, (CaSO,), PbSO, (PbCI,), AgCl, SiO,, 
Al,O,, SnO,, Sb,O,, CaF. 


Preliminary Examination : 


Experiment. Observation. Inference. 


1. Took some of the pow- 
der up with a loop of 
moist platinum-wire, ig- 
nited it strongly in the 
inner blowpipe flame, 
moistened it with HCl, 
and held in the Bunsen 
flame. A canta a he color- | Presence of Ba. 

ation, 


2. Fused a portion with 
NagCOs on charcoal in 
the inner blowpipe flame, 
placed the cooled mass 
on a bright shiling, and 
moistened it with a drop 
of water, A black stain on the coin. | Presence of S. 


Examination of the Solution. 


Fused some of the powder with fusion mixture on 
platinum foil: boiled the cold mass with water, filtered. 
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Filtrate, made acid with HCl and added BaCl,, a 
white precipitate, which did not disappear on boiling 
| the liquid: Presence of SO,. 
| The residue on the filter was well washed with boiling 
water, and boiling dilute HCl poured upon it, it dis- 
solved completely : 


Absence of | To a portion added strong H,S-water and heated: 
Group I. 


No precipi- | To another portion added AmCl, then AmHO in ex- 


tate. cess, then Am,§, and boiled: 
Absence of 
Group II, 
No precipi- | To another portion of the original solu- 
tale. tion added AmCl, AmHO, and AM,CO;: 
Absence of 
Group III. wot 


A rr precipitate: Presence of Ba, Sr, 
or Ca. 

A platinum-wire loop dipped into the 
original solution, gave a yellowish- 
green tint to the Bunsen flame: 

Presence of Ba. 


Found Ba, SO, 
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SECTION VI. 
FULL ANALYTICAL COURSE AND TABLES. 


AFTER having tried the reactions for the members of 
the analytical groups, and learnt for each group how to 
detect its members occurring singly or two or more to- 
gether, solutions containing a single metal belonging to 
any of the groups, or members of two or more of these 
groups mixed, will readily be analyzed. 

370. It is necessary first to separate the metals present 
into groups, by adding the group-reagents successively 
in such an order that each precipitates its own group 
only, leaving in solution the members of all other groups 
which may be present. This is effected by adding the 
group-reagents in the order directed in the General 
Table (419); refer to this and to the Group Table on p. 
186. HCl, which is the first reagent added, precipitates 
only Group I, leaving Groups II, III, [V, and V in 
solution; hence, if a precipitate is obtained on adding 
excess of HCl, after filtering it off any member or mem- 
bers of Group I present will be obtained upon the filter, 
whilst the members of all other groups remain in the 
filtrate. On passing H,S into the heated filtrate,* mem- 
bers of Group IT alone will be precipitated and may be 


filtered off; the filtrate,* after removal of H,S and oxi- | 


dation of any Fe present by boiling with HNO,, may 


be mixed with AmCl and excess of AmHO; the AmHO ~ 


will precipitate any members of Group III a, Group 
III B, and Mg remaining dissolved by the AmCI; the 
addition of Am,S to the filtrate* will separate Group 
III B as sulphides. Group IV is precipitated from 


* Or solution, supposing no precipitate to have been obtained, 
_ and filtration therefore to have been unnecessary. 


q 
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the filtrate* by the last group-reagent Am,CO,, and the 
filtrate* is examined for Group V, the members of which 
not being precipitated by any group-reagent will now 
remain in solution if they were originally present. 

Since each group must be entirely precipitated by its 
own group-reagent it is necessary, if any precipitate is 
formed, to add each group-reagent in “excess” before 
proceeding to add the next; unless the presence of the 
reagent in excess is ascertained before proceeding, much 
confusion may be caused. 

371. Addition of Reagents in Excess.—The most gen- 
eral method for ascertaining the presence of a reagent in 
excess is to add a few drops more of the reagent to the 
clear liquid obtained either by letting the precipitate 
settle or by filtering off a small quantity of it; if any 
further precipitate is formed the filtered portion must 
be returned, more of the reagent must be added, and 
the clear liquid again tried with a few additional drops 
of the reagent, this process being repeated until no 
further precipitate is caused. 

In certain cases this method of proceeding is rendered 
unnecessary, the excess of a reagent being detectable by 
its smell after thoroughly mixing up the solution and 
blowing out the air above it; this is the case for ex- 
ample with H,S and AmHO. In other cases the excess 
is seen by the color of the filtrate, as with yellow Am,S 
for example. 

372, Since certain organic substances hinder or pre- 
vent the precipitation of the members of Group III a 
by AmHO, it is necessary, if the preliminary examina- 
tion has shown the presence of organic matter, to de- 
stroy it by evaporation and ignition before proceeding 
to precipitate Groups III and IV ; evaporation to dry- 
ness and gentle ignition are also necessary to separate 
SiO,, which if remaining in solution might be mistaken 
for Al,Ho, But if it is known that neither organic 
substances nor SiO, are present, a considerable saving of 


; * Or solution, supposing no precipitate to have been obtained, 
and filtration therefore to have been unnecessary. 
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time may be effected by boiling the HS filtrate until it 
no longer smells of H,S, then continuing to boil for 
several minutes after adding a few drops of strong 
HNO,; this process may replace the evaporation to 
dryness and ignition. 

373. The ordinary method of analysis drawn out in 
the general table and in the tables for examination of 
the group precipitates will present little difficulty if the 
directions therein given are strictly complied with. 
Table III c will perhaps be found a little more difficult, 
and should not be attempted until some proficiency has 
been obtained by practice on the other group tables. 
Table III p, which must be employed under conditions 
fully explained in (460), should not be used until con- 
siderable proficiency has been attained. 

374. It will be seen that the full course of the analysis 
is arranged so as not only to prove what is present, but 
also that all else is absent; this, except in special cases, 
is the object in view. 

The process of analysis is much hastened by using 
separate portions of the solution instead of carrying on 
the examination throughout with one part of the solu- 
tion; the plan in the general table is however preferable, 
since it gives at once a notion of the relative quantities 
of the different substances present. 

For an example of how to write out the results see 
pars. (488-493); it will be seen that the form adopted 
is that of the analytical tables. 


PRELIMINARY EXAMINATION OF SOLID SUBSTANCES. 


375. Before proceeding to employ the full course of 
analysis for substances of complex composition, the 
student will do well to examine a few solid substances 
for metals and acid radicles by the tables given in para- 
graphs 387—418.* For the full account of how to try 
these tests for any particular substance the student must 
refer back to the preceding reactions in Section LV. 


* For examples of substances to be analyzed by the Preliminary 
Examinations, see paragraph 538. 


j 


; 


) 
| 


876-379. ] OF SOLID SUBSTANCES. 235 


The results of these analyses are entered in the form 
of the table as shown in the examples in paragraphs 
(488) and (489). The entries must be made during the 
progress of analysis. 

376. Preliminary Examination for Metals.—A little 
study of this table (387 et seq.) will show that it contains 
three main tests marked Exps. I, II, and III; these 
stand in the first column: in the second column are 
placed the results which may be noticed on trying these 
experiments; the student should glance through these 
so as to be forewarned of what he has to look for. The 
main classification of the results which may be observed 
is indicated by large type letters, the subsidiary divisions 
are marked by small numbers, and the individual results 
are simply placed in succession in a vertical column. 
Occasionally an observation is made which it is advisa- 
ble to confirm by an additional experiment: this “ con- 
firmatory” test is then entered in the first column, just 
below the observation to be confirmed, and is marked 
“confirm’’” to distinguish it from the main experiment ; 
its results are placed beside it in the second column: the 
student must understand that any one or more of the 
results noted in the second column may be looked for. 

A few salts and mixtures such as those mentioned in 
(538) should be subjected to a careful preliminary exam- 
ination by the student, and the results obtained carefully 
entered. 

377. Preliminary Examination for Acid Radicles.— 
This table (410-418) exactly resembles in arrangement 
the table for metals which precedes it, and no explana- 
tion is therefore necessary. The student should examine 
by it some solid substances (538) for acid radicles only. 

378. A few solid substances may now be tested for both 
metals and acid radicles by the two preliminary tables. 


SIMPLE SUBSTANCES, DETECTION OF AcID RADICLES 
AND METAIS BY PRELIMINARY TESTS AND BY 
EXAMINATION OF THE SOLUTION. 


379. After having become familiar with the prelimi- 
nary examination of solid substances the student may 
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analyze some simple substances containing only one or 
two metals and acid radicles. The analytical course 
drawn out for the examination of complex substances 
may be at once employed for these more simple analyses, 
as the student is thus enabled to prove not only the pres- 
ence of any particular metals or acid radicles, but also 
the absence of all other commonly occurring metals and 
acid radicles. 

He will by this means be gradually introduced to the 
analytical course, and after satisfactorily analyzing some 
simple substances, may proceed to mixtures of gradually 
increasing difficulty or complexity. 

At first no mixture should be attempted which will 
yield a precipitate containing a phosphate in Group ITI, 
and members of Group III a and III B should not be 
present together in the same solution, also substances 
containing organic matter and SiO, should be avoided ; 
the examination of the filtrate after passing HS is thus 
very much simplified. 

The following is a description of the course to be pur- 
sued in making the complete analysis of a complex sub- 
stance. 


: 
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_ GENERAL COURSE OF ANALYSIS FOR SOLID AND 
LIQUID SUBSTANCES. 


THE substance given for analysis* will be either a 
liquid or a solid, since the analysis of gases forms a 
department which is best studied by itself. 

Unless it is known that cyanogen is not present in 
the substance, it must be tested for in a small portion by 
the “Prussian blue” or AmCyS tests (304 or 306); if 
found, refer to (482 et seq.) for the preparation of the 
solution and the method of analysis: if cyanogen is not 
present, the substance is examined by (380, 381), or by 
(382 et seq.), according as it is liquid or solid. 

Solid substances require to be dissolved before they 
can be fully analyzed ; H,O, HCI, HNO, and aqua regia 
are the solvents usually employed. 


A. THE SUBSTANCE IS A LIQUID. 


380. 1.—Test it with both blue and red litmus-papers, 
one of the following results will be obtained : 


It is neutral It is acid It is alkaline 
\(not changing either paper).| (turning b/ue litmus red). | (turning red litmus blue). 


Absence of acids and alka- | Presence of an acid, or | Presence of a hydrate 
lies and of salts with acid salt with acid reac- of Am, Na, K, Ba, Sr, 
or alkaline reaction. tion. or Ca, or of asalt with 
The salts of Ag and Mg alkaline reaction. 
and certain salts of Am, 
Na, K, Ba, Sr, and Ca 
are the only neutral solu- 
ble salts. 


381. 2.—Evaporate a few drops of the liquid upon a 
piece of platinum foil or a piece of thin glass, smelling 
it occasionally : 


* For examples of substances to be analyzed, see par. 539. 
+ A piece of the side of a broken flask will serve well. 


11* 
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No residue is left. 


The liquid must consist of some vola- 
tile substance, probably of water, 
either pure or containing certain 
gases or volatile substances dis- 
solved in it (e.g, NHs, IICI, Br, ete.), 
which are detected by their smell, 


A residue is left;—Examine the liquid by 


the further preliminary tests in (334) 
or evaporate a portion of the solution 
to dryness in a porcelain dish, avoid-’ 
ing heating the substance after it is 
dry; and examine it by the prelimi- 
nary tables for metals and acid radi- 
cles (387-418). 


by the action of the liquid on litmus- 
paver. or by special tests. If the 
iquid has no action on litmus, no 
smell, and leaves no residue on evap- 
oration, and is tasteless, it is pure 
water, 


Examine the larger portion of the re- 
maining solution for metals by the 
general table which follows (419), and 
the remainderof the solution for acid 
radicles by (440 et seq.). 


B. THE SUBSTANCE IS A SOLID. 


382. B.a. Ir is Nor A METAL. 

Finely powder it in a mortar, using an agate mortar 
if the substance is very hard. A part of this powder is 
examined by the preliminary tables for metals and acid 
radicles (887-418). 

383. A large part of the remainder* is boiled in a 
flask or boiling-tube with distilled water, if it dissolves, 
see (384): if the powder does not dissolve, allow the 
liquid to stand still until the undissolved portion has 
settled, then decant through a filter : 


Filtrate:—It is usu- Residue in flask :—Boil with dilute HCl (385), allow any 
ally possible to tell, residue to settle, decant through the filter used above, 
whether anything) and boil the residue with strong HCl, let settle, decant 
has been dissolve through the filter : 
by the water by ob- 
serving whether it 
has acquired any 
eolor or action 


Filtrate. | Residue :—Heat with dilute,then with strong 


HNOs, as was directed above for HCl; de- 


upon litmus-paper. cant: 
If there is any 
peel 2 at acetone Filtrate. | The residue may be warmed for 


a residue remains 
when a few drops 
areevapcrated:also, 
whether NagCO3 
causes any precipi- 
tate. If none of 
these tests proves 
the presence of dis- 
solved matter, the 
water solution may 
be neglected. 


a short time with a mixture 
of strong HNO, with three 
times as much HCl; if this 
does not dissolve it, decant 
the acid mixture. 


Residue: Washwell 
with water, dry, 
and examine as 
directed (475 et 


If anything is in so-| seq.) for  sub- 
gution, it is kept stances insolu- 
and marked. ble in water and 

Solution I. acids. 


Solution II./SolutionIII,|Solution IV. 


* If the whole of the substance left after completing the Pre- 
liminary Examination has to be employed in making the solution, 


- pads 


a 
a 
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384. If at any of the preceding stages the substance 
dissolves entirely, proceed at once to examine the solu- 
tion by the General Table (419). The Solutions I, IT, 
III, IV, need rarely be examined separately ; a general 
method is to add to I some HNO, (see 420), and then 
some HC] to the clear liquid; add also to the HNO, 
solution (III) some HCl; any precipitate thus caused 
by HCl is examined by Table I, and any precipitate 
caused then on mixing the solutions I, II, III, LV, is 
examined by (475) as an insoluble substance. It is best 
to boil down the solutions III and IV considerably 
before mixing them with I and II, in order to get rid 
of the HNO, as much as possible, then dilute with dilute 
HCl; any precipitate caused by HCI being examined by 
Table I. On cooling the hot HCl solution crystals often 
separate ; these consist probably of PbCl,; they may be 
filtered off and dissolved in a little boiling water ; if on 
addition of K,CrO, to this solution of the crystals. a yel- 
low precipitate forms, it shows the presence of Pb. 

Note —If a complex solid mixture is given for analysis, and the 
only object is to obtain a solution as rapidly as possible, it may be 
at once boiled with aqua regia for a few minutes, then filtered: 
the residue is examined as a substance insoluble in water and acids 
(475 et seq.). and the filtrate is evaporated nearly to dryness: dilute 
HCI is added, and the solution examined by the General Table 
(419). 

HNO, seldom requires to be used in dissolving a sub- 
stance, and when necessary should be employed only in 
small quantity, since it is liable to cause a precipitate of 
S from HS (423). 

385. Any changes which occur whilst preparing the 
solution should be noted down; notice more particularly 
whether any gases are given off on heating with HCl; 
many of these gases may be detected by their smell, but 
a closer examination of them may be neglected, as they 
are obtained in the preliminary examination for acid 


the method given below must be employed; if, however, plenty 
of the substance is in hand, the method given under (332) may be 
used, the process of solution will thus be much more rapidly 
executed. 
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radicles (411). If the gases come off from the aqueous 
solution on adding HCl, or on mixing the HCl and 
aqueous solutions, they must have been present combined 
with metals as soluble salts, probably salts of alkalies ; 
if they are evolved on treating the residue insoluble in 
water with HCl, they were present as insoluble salts. 


386. B. b. THE SUBSTANCE IS JUDGED FROM ITS 
METALLIC LUSTRE TO BE A METAL OR ALLOY. 
Examine it according to the directions (467). 


PRELIMINARY EXAMINATION FOR METALS. 


387. The substance is required in the solid state for 
this examination; hence if a solution is being analyzed, 
some of it must be evaporated to dryness and the dry 
residue employed (see 381). 

Carefully note down the appearance and _ physical 
properties of the substance: whether it is crystalline or 
amorphous ;* its hardness,t color, smell, and anything 
which strikes you on a careful examination aided by a 
pocket lens. 


The following three experiments, together with some confirma- 
tory ones (marked ‘‘ Confy.’’) when necessary, are then to be tried 
on small quantities of the finely powdered substance, and the 
results obtained noted down. 

For a further explanation of the form of the table, see paragraph 
876. 


* A body, if erystalline, consists of particles which have a definite 
and similar shape: the particles are amorphous if they show no 
similar and definite shape. 

¢ The hardness of a substance may be roughly tested by trying 
to scratch it with the point of a penknife: if very easily scratched, 
it is soft; if the knife will not scratch it, but simply marks it as 
a lead-pencil would do paper, it is very hard (e. g., quartz). 


_Experiment. 


small quantity of the 
substance in a small 
test-tube or piece 
of hard glass tubing 
drawn off at one end. 


Con .—The subli- 
_ mate is carefully exam- 
ined, if necessary, with 
the aid of a lens. 


| 389, Confirmatory.—If a 
sublimate has been ob- 
tained, but not other- 
wise, heat another por- 
tion of the substance, 
mixed with about three 
times as much Na,CO, 
in fine dry powder and 
a little KCy, in a tube 
closed at one end, in 
the manner described 
_ under par. 147. 


ison oma eae 


Observation. 


= 388, Exp. I.— Heat a} a. The substance does not change. 


B. The substance changes. 
1. Jt changes color: 


Yellow, hot | white, cold. 
Yellow, brown, “ | yellow, se 
Yellow-brown, “ | yellow, S 


D ve re orl « | red-brown, “ 
The substance blackens— 

a, Emitting a smell of burning. 
The black carbon may be 
burnt off by strongly heat- 
ing on platinum foil with 
the blowpipe flame. 


Smell of acetone. 
Smell of burning sugar. 

6. Emitting no smell of burn- 
ing. The color is not 
removed by ignition as 
under a. 


2. It fuses, and becomes solid again 
on cooling. 


8. It sublimes. 


White, crystalline (sparkling) sub- 
limate. 

White, non-crystalline sublimate. 

Black sublimate, becomes red when 
rubbed. 


Yellow sublimate. 


Gray mirror, which, when rubbed 
with a splinter of wood or a 
glass rod, or when examined by 
a lens, is seen to consist of glob- 
ules of Hg. 

Blackish-brown shining mirror, 
and smell of garlic; no globules. 


Absence of organic 
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Inference. 


substances which 
blacken and give off 
a smell of burning; 
of volatile  sub- 
stances which sub- 
lime; of substances 
which are altered 
by ignition ; and of 
water combined 
with or absorbed 
by the substance, 
which would be 
evolved as steam, 
and form drops on 
the side of the tube. 


ZnO. 
PbO 
Sn0O, or Bi,O;. 


Fe,0z. 


Presence of organic 
matter. 


An acetate. 

A tartrate. 

Probable presence of 
Co or Cu salts. 


Salts of alkalies or 
certain salts of the 
alkaline earths. 

Compounds of Am, 
As, Hg; or free 8 
or [. 

HgCly, As,0z. 

Probably Am salt. 

Hes. 


AsS3. 
HgJ, becomes scar- 
let when rubbed. 


Presence of Hg. 


Presence.of As. 


Experiment. 


890. Confirmatory.—Mix 


also some of the sub- 
stance with soda-lime in 
amortar and moisten; 
or pour a little strong 
KHO solution upon it, 
and heat to boiling. 


391, Conjfirmatory.— Ex- 
amine the drops of 
water on the sides of 
the tube with blue and 
red litmus-papers. 


392 Confirmatory. — In- 
troducea burning splin- 
ter of wood into the 
tube. 


393, Conjirmatory. — In- 

troduce a glass rod, 
drawn out if necessary, 
and moistened with 
lime-water, into the 
tube, 


394, Confirmatory. — In- 
troduce a glass rod or 
slip of paper moistened 
with K,CrgQ0x. 


395, Confirmatory. — In- 
troduce a glass rod car- 
rying a piece of moist 
litmus. 


* This will usually be shown by effervescence of the substance, or the 
is detected by the color or smell; but the gas or vapor is often only found on tes 


Observation, 


NH, is given off, known by its 


smell, and by turning moist red 
litmus-paper blue or turmeric- 
paper brown. 


Note.—The change in color is 
only a trustworthy indication if 
it occurs very soon, as the NH; 
in laboratory air often causes it 
to occur after a time. 


Sublimate of reddish drops, 
which are yellow when cold. 

Violet vapor, cooling to blackish 
crystals. 

4, The substance gives off water. 


It fuses first, then gives off water, 
and again becomes solid if the 
heat is continued. 

It swelis up considerably whilst 
giving off its water. 


The water is alkaline. 


The water is acid. 


5. Gas or vapor is given off.* 
a. It is without smell. 


It burns more brightly, and if in- 
troduced with a spark at the 
end is inflamed. 

The flame is extinguished. 


The lime-water turns milky. 


The lime-water does not turn 
milky. 


b. The gas or vapor has a smell. 


Smell of burning S. 

The K,Cr.O, turns green ; moist 
blue litmus is also reddened by 
the gas. 


Red nitrous fumes are given off, 
known by their peculiar smell, 
and by not coloring starch paste 
orange red. 


Smell resembling Cl: 


Yellowish gas, which bleaches | 


moist litmus, 


for it specially by (392) and (393). 


Inference. 


Presence of NH,. 


S, free or from certain 
polysulphides, 
Presence of I. | 


Presence of water, ab- 
sorbed or combined. — 
Water of creel 
tion. | 


Borax and certain bo- | 


rates, alums, and 
phosphates. 

Probably NH, com- 
pounds, 

Presence of volatile | 
acids,  ¢@. g., NOsg, | 
HCI, H,SO,. 


O, from chlorates, ni- |. 
| trates, peroxides, ete. | 


CO, or N. 
CO, from carbonates or 
oxalates. 
| N (from AmNO, prob- 
ably). 


SO, from combustion | 
of free S, or from acid 
sulphites, hyposul- | 
phites, reduction of | 
sulphates or oxida-| 
tion of sulphides. 

Nitrates of heavy met- | 
als (e. g., of Pb, Bi, | 
Hyg, ete. ). | 


Cl from certain chlo- | 
rides. | 


‘as or vapor 


q 


Experiment. 


396. Conjirmatory. — In- 
troduce a glass rod with 
moist starch powder on 
its end, obtained by 
wetting a glass rod and 
dipping it into starch 
powder. 


Observation. 


Brown vapor, which colors the 
moist starch powder orange red. 
Violet vapor, which colors starch 
“ey aaah better, starch solution) 
ue, 
c. The gas burns ai the mouth of the 
tube with a:— 
Pale grayish-green flame. 


Bright white flame. 


Purple flame. 


397, Exp. II.—Dip a 
moistened loop of plati- 
num-wire, which gives 
no color to the Bunsen 
flame, into the sub- 
stance, and hold the 
loop with the adhering 
powder near the top of 
the Bunsen flame or in 
the inner blowpipe 
flame. Then moisten 
with a drop of strong 
HCl and heat again. 
Continue the heating 
for some time. 


Note.—If silicic acid is 
present, the colorations 
forK and Nausuallyshow 
only after ignition of the 
powdered substance with 
powdered CaSO,. 


| 898. Exp. III.—Heat the 
substance in a small 
cavity scoo in a 
iece of wood-charcoal, 
in the blowpipe flame, 


| 399, Confirmatory. — De- 

| tach a portion of the 
cool residue from the 
charcoal, place it upon 
a piece of red litmus- 
paper,and moisten with 
a drop of water. 


1. The substance colors the flame: 
Intense yellow. 


Pale violet, reddish-violet through 
cobalt glass or indigo-prism. 


Yellowish-green. 


Crimson, deep-red through cobalt 
glass or indigo-prism. 

Orange-red, dingy green through 
indigo-prism. 

Green. 


Blue. 


2. The substance does not color 
the flame. 


A. The substance  decrepitates 
(crackles). 
B. The substance’ deflagrates 


(causes charcoal to burn rapidly). 

c. The substance fuses easily, and 
is absorbed by the charcoal, or 
forms a liquid bead. 

p. An infusible residue is left on 
the charcoal. 

1. The residue is white and very lumi- 
nous. 


The paper turns blue, showing the 
residue to be alkaline. 
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Inference. 


Br from certain bro- 
mides. 

I, free or from cer- 
tain iodides. 


NH, probably from 
strongly _ heated 
NH,NOs3. 

PHg, probably from 
a hypophosphite; 
the unburnt gas 
smells of garlic. 

Cy, from a cyanide, 


probably HgCy2. 


Na. Ifa violet or red 
color is seen on ex- 
amining the flame 
through cobalt 
glass or the indigo- 
prism, either K or 
Sr, or both, are also 
present, 


1. = 


Ba. Certain other 
substances also give 
green colorations. 


Sr. 


Ca. 


Cu,B,0,. Cu shows 
green outside and 
blue in the centre, 
after being moist- 
ened with HCl. 

As, Sb, Pb, CuClo, 


CuBr, 

Probable absence of 
the above sub- 
stances. 


NaCland certain other 


erystalline salts. 
Chlorates, nitrates, 


etc. 

Salts of alkalies and 
certain salts of the 
alkaline earths. 


Probably BaO, SrO, 
CaO, MgO, Al,Oz, 
“ZnO (or SiO,). 


BaO, SrO, CaO(Mg0). 
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Experiment. 


400, Confirmatory.—Mois- 
ten the residue on the 
charcoal when cool, 
with several drops of 
Co(NO 3), solution, and 
heat again stronyly in 
the outer blowpipe 
flame. 


401, Conjirmatory.—Heat 
a small quantity of the 
substance in a clear col- 
orless borax bead, first 
in the outer,then in the 
inner blowpipe flame. 


402, Conjfirmafory.—The 
genre of Mn andCr, 
f suspected, may be 
confirmed by fusingthe 
substance with some 
chop NagCO3 and 

NO,0n platinum foil. 


408, Conjirmatory.—Heat. 
also some of the sub- 
stance, mixed or cov- 
ered with powdered 
KCy and Nag Os (or 
Kal), on charcoal 
in the inner blowpipe 
flame. 


404, Conjirmatory.— De- 
tach several of the glo- 
bules with the point of 
aknife,and strike them 
on the bottom of an in- 
verted mortar with the 
pestle: ifthey flatten to 
a cake they are malle- 
able, if crushed to a 
powder they are brittle. 


Note.—The appearance 
and malleability of one 
reduced metal is fre-~ 
quently much altered by 
the presence of another 
metal. 


Observation. 


Inference. 


A blue residue, the color of which |Al,03(and some phos- 


does not disappear with intense phates, _ silicates, 
heat. and borates). 
A pink residue. MgO. 
A green residue, ZnO. 
2. The residue is colored. 
Color of bead. 
P ng <3 flame. | In inner “apie 
reen, hot. Red or co | 
Blue, cold. orless, cold, Cu. 
Blue, hot and) | Blue, hot and Co 
roy cold. 3 
Violet, hot, 
Yellow, wiliis Gray or opaque. | Ni. 
rown-red, hot 
Yellow or color- tee hot and} | pe, 
less, cold. ea 
Green, hot and | Green, hot and Cc 
cold. cold. g) See (402). 
Reddish-purple, Colorless, hot Mn 
hot and cold. and cold. 
Light-yellow mass on cooling. Cr. 
Blue-green mass on cooling. Mn. (See 406.) 


3. The residue is colored, ar metallic 
scales or globules are seen. 


The substance is reduced to the | 


metallic state. (See 407.) 


a, Without incrustation, 


{Brilliant white metal. 

{ Yeilow metal. 

Red scales or globules. 

Gray powder, attracted by a 
magnetized kunife-blade. 


(See 407.) 
b. With incrustation : 
Globules. Incrustation, : 
White, malleable. pe rm Kad very a % — bade 
s ‘ gz 
: fuse into globules, 
and in not mark- 
ing paper. 
“ brittle. Orange, ae i \ Bi 
; yellow, cold, E 
“ malleable. a hot and os = | egg = of 
cold. er from |. 
those of Sn by 
marking er as 
black le oes, if 
taken on the point | 
of a knife. 


“  britile ; 
giving white 
fumes. 


substance. 


Au, Ag, Cu, Pb, Sn, 
Sh, Bi; [Co, Ni, Fe, 
Mn form only gray 
powders]. 

Au, Ag, Cu, Co, Ni, 

" Fe, Mn, 

g. 

Ae 

Cu. 


Fe, Co, Ni, Mn. 


White, close to | Sb. 


Experiment. 


405, Exp. 1V.— Fuse 
some of the substance, 
mixed with Na,COg, on 
charcoal in the inner 
| blowpipe flame pro- 
_ duced from a_ spirit- 
_ lamp; remove the fused 
mass when cold, place it 
' on a bright silver coin, 
moisten with a drop of 
_ water, crush the mass, 
_ and letstand forseveral 
minutes. 


Observation. 


Globules. 
White or none. 


Incrustation. 
Yeliow, hot; 
white, cold. 

Red-brown, : 
easily volati- 
lized when 
heated in the 
flame. 
White,and white 
fumes; smell 
of garlic. 


None. 


On rinsing off the substance, the 
coin is found to be stained black 
(408). Also, if a drop of HCl be 
oo upon the mass, a smell of 

a5 is perceived, and lead-paper 
is blackened. 


Inference. 


Zn. 


As. 


| 
| 
ee 


Presence of S, free 
or combined. 


Note—Since this 
reaction serves to 
| detect Sand sulphur 
| acid radicles, it more 
properly belongs to 
the Preliminary Ex- 
amination for acid 


radicles. 


NoTrs TO THE PRECEDING PRELIMINARY TABLE. 


406. The green color produced by Mn conceals the light yellow 
of Cr, but on boiling the residue with water it dissolves, giving a 
pink or purple solution, the color of which is best seen on filtering ; 
this color is due to the presence of KMnQ,, and shows Mn to be 


present. On acidifying this solution with HA and boiling again 
for several minutes, the purple color is destroyed ; and on filtering, 
the yellow color due to the Cr is seen: the presence of Cr may be 
further confirmed by the formation of a yellow precipitate in the 
acid solution on addition of PbAg. 

407. The metal is best separated and examined by detaching the 
mass when cold from the aatwoal, and powdering it by crushing 
in an agate mortar or on a watch-glass with a little water, letting 
stand for a short time, and then quickly pouring off the water 
down a glass rod or pestle which is wetted and pressed against its 
edge; by several times repeating this operation, the heavier metal- 
lic particles alone are left in the mortar or watch-glass. 

408. This stain is removed by rubbing the coin with a little 
lime made into a paste with water. 


409. Note.— When the substance to be examined contains several 
bodies, they frequently more or less mask one another’s reactions : 
thus Co if mixed with Fe will give a bead green whilst hot and 
blue when cold, thus resembling Cu, but differing in remaining 
blue in the inner flame: hence the composition of many complex 
mixtures is only roughly indicated by the preliminary examina- 
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tion, and must be confirmed and established in the wet way. Many 
substances, more particularly minerals, however, can be completely 
analyzed by a careful preliminary examination. 


PRELIMINARY EXAMINATION FOR ACID 
RADICLES. 


410. The substance is required for this examination in the state 
of powder or of strong solution. 

If the substance given for analysis is a solution, part of it may 
be evaporated to dryness: the dry residue is then finely powdered 
and subjected to the following tests. If several acid radicles and 
metals are present, the reactions may be more or less perfectly 
concealed or altered, hence failure in obtaining a certain reaction 


does not necessarily prove the absence of an acid radicle. 


Experiment. 


411, Exp. I.—Treat 
some of the sub- 
stance with dilute 
HCl and note the 
result, then heat 
(416). 


Observation. 


One or more of the following 
gases may be evolved: 


A colorless gas without 
smell, which turns milky 
a drop of lime-water on 
the end of a glass rod. 


A gas of suffocating smell, 
which turns a drop of 
K,Cr,9, solution green. 
Yellow S is precipitated 
at the same time. 


A gas with fetid odor 
which blackens a drop of 


PbA, solution, or a piece 
of lead-paper. (See 417.) 


Reddish fumes. 

A yellowish green gas, of 
suffocating smell, which 
bleaches moist litmus- 
paper, is evolved: 


a. In the cold; and also 
evolved on adding HA. 


b. Only when heated. 


A colorless gas, smelling 
of bitter almonds. 


Inference. 


CO, from a carbonate. 


SO, from a sulphite. ¢ 
SO, and $8 from a theio- 
sulphate.* 


H,;S from a sulphide; or 
possibly froni a sulphite 
or hyposulphite, if Zn or 
other reducing agent be 
present. 


N,O; from a nitrite. 


Cl from hypochlorites, 


Cl from action of HCl on 
oxidizing substances, ¢.g., 
MnQg,, chromates, ni- 
trates, chlorates, &c. 


HCy from a cyanide. 


* Formerly called a “ hyposulphite.” 


4 


4 


| twice 


412-414. | 


Experiment. 


412, Exp. Il.—Heat 


another _ portion 


ger tly with strong 


i 
9504. 


13, Conjirmatory — 
Drop into the hot 
liquid a few small 
pieces of copper. 


14, Confirmatory.— 
Boil some of the 
substance with 
water (or take some 
of the solution if a 
liquid), add about 
as much 
strong H,SO,, cool, 
and pour solution 
of FeSO, carefully 


in upon the top of. 


the acid liquid. 


FOR ACID RADICLES. 


Observation. 


Any gas or gases evolved 
in Exp. I will probably 
be evolved also by strony 
H,SO,; no further atten- 
tion need be paid tothem; 
but in addition to these 
one or more acid gases 
may be given off. 

A gas is evolved with pun- 
gentsmell, which fumesin 
the air, and renders milky 
a drop of AgNOg solution 
made acid with HNO; 


1. The liquid does not be- 
come brown or violet or 
give off colored vapor 
when heated. 


2. Brown vapors are given 
off on heating, which 
color a little moist starch 
powder, orange-red. 


3. Violet vapors are given 
off, when the mixture is 
heated, which color a 
drop of starch-paste blue. 


4 A heavy fuming suffo- 
cating gas is evolved, and 
the liquid behaves as if 
the glass were greasy ; on 
rinsing out the tube, and 
drying it thoroughly, the 
inside is seen to be cor- 
roded and dimmed. 


5. The acid fumes are red- 
dish, usually seen only on 
heating after adding a few 
fragments of Cu. 


A dark brown ring or layer 
forms upon the surface 
of acid, best obtained on 
cooling the liquid by im- 
mersing the test-tube in 
cold water. 


6. Greenish - yellow gas, 
smelling like Cl, and ex- 
ploding when warmed. 
Confirm by adding indigo 
solution and H,SQ3 to the 
colorless aqueous sulution 
of the substance (252). 


For detection of a nitrate 
and chlorate when mixed, 
see (256). 


247 


Inference. 


HCl, HBr, HI, (HF)* from 
chloride, bromide, iodide 
(fluoride). 


Probably HCl from achlor- 
ide, confirmed by heating 
with MnO, and H,SO, 
when Clis given off (418). 


Br from a bromide. 


I from an iodide.} 


HF from a fluoride. 
Note—The HF acting 
upon the silica of the glass 
evolves SiF,, which is de- 
tected by holding a moist- 
ened glass rod in the gas, 
SiO, is deposited as a ge- 
latinous film upon it, 


Presence of a nitrate. 
Note.—If iodine is present 
it must be separated by 
CuSO, (266) before a ni- 
trate can be detected. 


Presence of a nitrate. 


Presence of a chlorate. 


* HF would also render the drop milky by depositing SiO, from the Sify, 
formed by its action on the glass, but it is distinguished by corroding the glass. 
(See 412, 4, note.) : 

+ Br and I may be more perfectly liberated by mixing the substance with a 


little MnO, before adding H,SO, and heating. 
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Experiment. Observation. | Inference. 


7. The substance changes 
from yellow to green, O 
being evolved, as isshown 
by a glowing taper. Presence of a chromate, 


8. Yellowish apres gas,|Cl from a_ hypochlorite 
with suffocating smell,| (detected already in 411), 
which bleaches moist} or from a chloride in 
litmus, presence of MnOx, etc. 


9. Thesame gas as in 8, but 
colored reddish-brown | A chloride in presence of 
by nitrous fumes: a nitrate or nitrite. 


9a, Or colored by CrOCl,. | A chloride in presence of 
a chromate, 
10. Substance does not 
blacken, but evolves CO 
(burning with a blue 
flame) and CO, (turning 
a drop of lime-water 
milky). Presence of an oxalate, 


11. Substance _ blackens, 
and SQ, is smelt, Presence of a tartrate. 


12. A smell of acetic acid) _. 
415, Confirmatory.— | (vinegar) is noticed. HA from an acetate. 
Add a little aleohol ; 
to the substance 
and heat with | Strong fragrant odor. Ethyl-acetate from an 
H,SO,. acetate. 


Nores ON THE PRECEDING TABLE. 


416. If HCl has been employed in dissolving the substance, the 
acid radicles detected by the action of HCl will have been already 
noticed in preparing the solution for metals (383). 

417. The S present in sulphides which are not decomposed by 
diiute HCl, is detected by fusing the powdered substance with two 
or three times as much fusion mixture in a covered crucible, boil- 
ing with a little water, and placing a drop upon a piece of bright 
silver (e. g., a silver coin), when a dark stain will be produced ; 
or by adding excess of an acid to the solution, when H,S will be 
evolved. Smaller quantities of S may be detected by the forma- 


tion of a black color or precipitate on adding PbA, to the solution. 

418. Chlorides treated in this manner evolve Cl, recognized by 
its color, smell, and bleaching action on litmus-paper; but this 
test for chlorides is reliable only if the precautions stated in (259) 
are attended to, since many samples of MnO, evolve Cl when 
warmed alone with H,SO,. 
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ACTUAL EXAMINATION FOR METALS. 


After the preceding Preliminary Examinations have 
been made, the substance is further examined in a more 
systematic manner in solution. This is often called 
“The Examination in the Wet Way.” 


419. GENERAL TABLE FOR SEPARATION OF 
METALS INTO GROUPS BY GROUP-REAGENTS. 


Note.—If the substance for analysis be a liquid with alkaline re- 
action, it requires special treatment (see 420); if its reaction be 
neutral or acid, it may be at once examined as directed below. 


In this table (p. 250), and also in the group tables which follow, it 
has been supposed that all metals are present: if a metal or group of 
metals is absent, no precipitate will be produced when the reagent 
is added for its detection ; and hence no filtration is necessary, the 
solution being then treated as the filtrate. 
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NoTEs TO THE GENERAL TABLE. 


420. If the liquid under examination is alkaline in reaction, 
before commencing to examine it by the General Table HNO, 
must be added in excess; if no precipitate forms, proceed at once 
to examine the liquid by the general table; if a precipitate is pro- 
duced, more HNQ, is to be added, and the liquid heated; should 
a precipitate still remain, it is filtered off and the filtrate examined 
by the general table, commencing with the addition of HCl, 

The precipitate caused and not dissolved by HNO, may be finely 
divided sulphur, separated as a white powder from a sulphide, or 
yellow from a theiosulphate ;* this precipitate is recognized by its 
color, and by not being separable by standing or filtration, it may 
be disregarded ; there may also be precipitated H,SiO, (gelatinons, 
almost colorless), SnO, (or metastannic acid, see 420 a), Sb,O;, AgCl 
(all three white), SnS,, As,S, (both yellow), Sb,S, (orange); hence 
a full examination of this precipitate for all that it may contain 
will involve boiling the precipitate with aqua regia, diluting and 
filtering ; the insoluble residue is examined as a substance insolu- 
ble in water and acids (475), and the aqua regia solution is added 
to the filtrate from the precipitate caused by HNO,, any precipi- 
tate caused on thus mixing the solutions being examined by Tuble 
1 (433). 

420 a, Metastannic acid is precipitated from a solution of an 
alkaline metastannate by addition of an acid: it forms a white 
per Piaie, which becomes golden-yellow when moistened with 

nCl, solution; it is further recognized by its dissolving whilst 
being washed in the washing-water, but being reprecipitated when 
the washings run into the acid filtrate. 

421. Even if HCl has been used in dissolving the substance, it 
is advisable to add a few drops of the acid to make sure that no 
member of Group I remains. 

422. It must be remembered that HCl precipitates (in addition 
to AgCl, PbCl,, Hg,Cl,) strong Ba solutions ; this precipitate how- 
ever disappears on diluting with water and heating, thus differing 
from the three chlorides mentioned above. 

423. If HNO, or aqua regia has been used in dissolving the 
substance, or if the solution smells of Cl or SOg, it should be boiled 
down considerably until after adding HCl and boiling, neither of 
the above gases is smelt; it is then diluted, and H,S passed whether 
the dilution has caused any precipitate or not. 

If As has been detected in the preliminary examination, H,SO, 
should be added until the liquid smells of SO, after having been 
boiled for a short time, and the liquid is then heated for some time 
short of boiling until it no longer smells of SO, This treatment 
reduces arsenic or stannic compounds to the arseniovs and stannous 
condition. In the case of As this reduction is to be recommended, 
since arsenic compounds are not easily precipitated by HS; it is 
also very desirable to reduce stannic compounds, since Sn, (un- 
like SnS) readily runs through the filter, and being yellow in 
color may be passed over as S. It will of course be necessary to 


* Often called a “ hyposulphite.” 
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ascertain by special tests (187-190 and 201-203), made on the 
original solution, in which state As and Sn were originally present. 
If any precipitate is produced by boiling with H,SO, other than 
white sulphur, refer to (424). 

424. Whilst boiling with H,SO, some H,SO, is usually formed, 
which may partially or completely precipitate Pb, Ba, Sr as white 
sulphates ; H,SO, will also possibly precipitate Au, which causes 
the cool liquid to appear blue by transmitted and red by reflected 
light, and on boiling separates as a black powder. Examine any 
precipitate thus formed by H,SO, by Table G (434). 

425. On addition of water, Bi, Sb, Sn may give white precipi- 
tates of their oxychlorides; these precipitates may be disregarded, 
since HS readily converts them into sulphides. 

426. H,S often causes a fine white precipitate of S, owing to the 
presence of certain oxidizing substances, such as Cl, HNO,, HCIOg,, 
H,CrO,, H,MnO,, HMnO,, H,SQ,, Fe,Cl,. ete.; this precipitate is 
known by its perfect whiteness, and by not being separable by 
standing or filtration, it may be neglected; great care must, how- 
ever, be taken not to pass over SnS, as S; it resembles S in run- 
ning through filter-paper, but is distinctly yel/ow in color; it may 
often be coagulated by being shaken or heated. 

426 a. Certain changes may be observed whilst H,S is being 
passed ; they should be carefully noted. Thus Pb and Hg, during 
precipitation by H,S, show characteristic colors (149, 144); a so- 
lution colored reddish-yellow by H,CrO, becomes green; and a 
solution colored green by H,MnQ, or purple by HMnO, becomes 
colorless. 

427. If on boiling the filtrate or solution after passing H,S a 
yellow precipitate forms, this shows the presence of an arsenic or 
a stannic compound; in this case pass H,S into the boiling-hot 
liquid as long as it causes any further precipitate, filter off and add 
this precipitate to any precipitate already obtained by H,S to be 
examined by Table II. 

428. Other substances may be present in this residue besides 
SiO,, but SiO, is distinguished from them all by readily dissolving 
in hot KHO solution. 

The other substances which may remain undissolved by HCl are 
A1,0,, Fe,O,, Cr,O,, rendered difficultly soluble by the ignition to 
which the residue has been subjected; they are dissolved by long- 
continued heating with strong HCl, and the solution is added to 
the other solution which is to be examined for Group IIT a. 

BaSO, and SrSO, may also remain undissolved; they are de- 
tected by heating some of the residue strongly for a short time in 
the inner blowpipe flame upon a loop of platinum wire, then 
moistening the loop with a drop of strong HC! and holding it in 
the outer part of the Bunsen flame; crimson-red flashes, appear- 
ing red through the indigo-prism, prove the presence of Sr; a yel- 
lowish-green flame coloration shows Ba. 

A less ready method of detecting Ba and Sr is to dry the insol- 
uble residue, fuse it on platinum foil with three or four times as 
much fusion mixture; allow it to cool, then boil with water until 
the mass is disintegrated, filter, wash the residue well upon the 
filter, and examine it by Table 1V (4388) for Ba and Sr only. 


429-432.] NOTES TO THE GENERAL TABLE. 253 


429. Mn and Zn are very liable to be precipitated with Fe,Ho,, 
Al,Ho,, Cr,Ho, The precipitation of Mn is partly prevented by 
keeping the liquid from exposure to the air after adding AmHO: 
but the further precaution should be taken of dissolving the pre- 
cipitute produced by AmHO in HCl and reprecipitating it by 
AmHO, then filtering and adding the filtrate to the original fil- 
trate from the Group III A precipitate: this treatment of the pre- 
cipitate should be repeated several times, if small quantities of Zn 
or Mn have to be looked for in presence of Al or Fe; or better 
still, Groups III a and IIl B may be precipitated together (459) 
and the precipitate examined by Table III c (464, 465). 

430. The filtrate or solution, after adding AmCl and AmHO, 
may be colored blue by Ni, or reddish-violet by Cr,Ho,, which is 


- dissolved in the excess of AmHO. 


The Cr,Ho, must be removed before proceeding to examine for 
the three remaining groups; it is readily separated as a pale-green 
floceulent precipitate by boiling the liquid for a short time in a 
porcelain dish, adding a little more AmHO if the liquid does not 
smell of NH, after being boiled for a short time; this precipitate 
is filtered off, and the filtrate, which is colorless if the Cr has been 
entirely removed by boiling the liquid sufficiently long, is further 
examined for Groups III B, IV, and V, by the General Table. 

The coloration due to Ni differs from that caused by Cr,Ho, in 
not being thus removed by boiling the liquid. 

431. A brown or dark-colored tiitrate shows that Ni is present,* 
some of the NiS precipitated by Am,S having been dissolved in 
the excess of Am,S and giving the filtrate its dark color. If this 
coloration is noticed the filtrate should be poured into a porcelain 
dish and boiled, occasionally adding water if necessary, until on 
removing the lamp for a short time the black NiS settles, leaving 
a colorless liquid. The liquid is then run through a small filter, 
the colorless filtrate examined by the General Table for Groups 
1V and V, and the black precipitate tested for Ni by fusing a por- 
tion of the filter-paper stained by the NiS in a colorless borax 
bead; if a bead is obtained which when heated in the outer flame 
is violet or brown whilst hot and yellow when cold, and which be- 
comes gray and opaque in the inner flame, Ni is certainly present, 
and need not be further tested for in Table III B. 

432. Part of the precipitate produced by Am,CO, often adheres 
firmly to the inside of the vessel in which it has been produced ; 
in this case rinse the tube out several times with distilled water 


and then dissolve the precipitate by pouring in some hot HA, 


causing it to run over the inside of the tube, and add this solution 
to the HA solution of the Am,CO, precipitate made in Table IV. 


* If Groups III a and I11 B have been precipitated together 
by AmCl, AmHO, and Am,S added in succession (459) the brown 
coloration of the filtrate may also be due to Cr,Ho,: on boiling 
the filtrate colored by Cr,Ho, in a porcelain dish for several min- 
utes, pale-green Cr,Ho, is precipitated, which cannot be mistaken 
for black Nis. - 
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The precipitate produced by HCl may consist of 
PbCl,, AgCl, and Hg’,Cl,; the precipitate on the filter 
is washed five or six times with boiling water, the first 
portions of the washings being kept apart : 


The first portions of the | Residue: pour upon the precipitate on the filter some 
washings may con-| hot AmHQO; when this has run through, heat it 
tain PbCl,in solution, | again, and pour it once more upon the filter : 
which if present in 4 


any quantity will be 


deposited in brilliant | 7tlrate: add HNO, 


Residue on the filter is black; 


erystals on cooling. 
Test for, or confirm, the 
presence of Pb, by 
adding to the wash- 
ings KgCr0,; a yellow 
precipitate, readily 
soluble in KHO: 


until the liquid is 
acid: white precip- 
itate, uniting into 


ecurdy articles 
when shaken or 
boiled: 


dry at a gentle heat (hest in 
a steam bath), scrape the pre- 
cipitate off the filter. mix 
with some dry NagCO 3, and 
heat in a small tube closed at 
one end, observing the precau- 
tions in the note to par. 147, 


Presence of Ag. Small globules of Hg form on 


the sides of the tube, often 
appearing only when the in- 
side of the tube is rubbed or 
examined with a lens: 


Presence of Pb. 


Presence of Hg’ (Mercurosum). 

434. TABLE G.—EXAMINATION OF PRECIPITATE FORMED ON 
BorLtine THE HCl So_urion with H,SO,. (See par. 424, p. 252.) 

The precipitate produced by H,SO, may contain Au, PbSO,, 
BaSO,, and SrSO,; the last three substances are perfectly white, 
and Au, if present, is therefore usually seen by coloring the pre- 
cipitate brown or black; the Au is also usually visible during 
precipitation by H,SO,, or alter the white sulphates have subsided, 
since it colors the liquid blue by transmitted, and reddish by re- 
flected light. 

Ba and Sr can often be at once detected (if present) by taking a 
little of the moist precipitate on a loop of platinum wire, heating 
in the inner blowpipe flame for some time, moistening with HCl, 
and examining the flame coloration; but a more reliable method 
of proceeding is the following: 

Rinse the precipitate into a small porcelain dish, using as little 
water as possible ; dissolve in the liquid a small crystal of Hgl’, or 


add a few drops of strong HA; then add AmHO, until it is just 
in excess, and boil for a short time; let stand and decant through 
a filter: 


Residue: pour upon the residue in the dish a little HCl 
tain PbSO,; add| anda few drops of HNO heat to boiling, let stand, de- 
HA in excess,| Cat into a porcelain dish: 


then K,CrO,; a} — - 


yellow precipitate | sotution : boil until the smell Residue: dry by gently heat- 
soluble in KHO: |“ of C) is removed, add sev- ing the dish, fuse with fu- 
Presence of Pb. eral drops of fresh FeSO,} sion mixture on platinum 

solution; blue coloration | foil, and examine the mass 
and reddish precipitate : for Ba and Sr as directed 
in the last par. of (428). 


Solution may con- 


Presence of Au. 


en ee Te TT 
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filtered : 


ration to dryness. 


The Residue may contain HgS, PbS, Bix3, CuS, CdS, 
_ tate and allowed it to drain, remove it from the filter into a porcelain dish (26 d), 
pour upon it strong HNOQs sufficient to cover it completely, a 
as any red fumes come off, adding more strong HNO,if necessary to prevent evapo- 
Boil off nearly all the acid, add a little water and dilute H,SO,, 
let stand for some time, stirring occasionally, and filter: 


435. TABLE II.—COPPER AND ARSENIC 
GROUPS. 


The precipitate produced by H,S in the HCI solution, 
after having been well washed with hot water until the 
last few drops of the washing water, collected in a test- 
tube, give no precipitate or only a very slight milkiness 
on addition of AgNO,, is removed from the filter and 
boiled with KHO or a small quantity of Am,S,* and 


435 a. Group II a.—Coprer Group. 


After having washed the precipi- 
heat gently as long 


Residue may contain HgS 
| (black), PbSO, (white), (note 1). 
'|Remove the precipitate into a 
porcelain dish, using as little 
water as possible ; add a little 
HA, then AmHO in excess, 
boil and filter : 


Residue: Dry on) Filtrate: 
the filter at a Add HA in 


Filtrate may contain Bl, Cu, Cd. 
Add AmHO in excess, boil and filter: 
[ Note.—A blue coloration shows presence of Cu.] 


Precipitate 
easily seen in 
dark-blue_ solu- 
tions) : wash 
with hot water, 
dissolve off the 


(not| Filtrate: Add HCl until the liquid is 


acid, then pass HS to saturation, 
filter and wash quickly, keeping 
the filter covered with a glass plate ; 
remove the precipitate into a small 
porcelain dish, pour upon it some 


_ the tube, which 
- become visible 
~ when rubbed or 


| when looked for 


by a lens: 


Presence of Hg’ 
(as Mercuricum). 


stand for some 
time, shows 


Presence of Bi. 


[ Note.—A precip- 
itate produced by 
AmHO must al- 
ways be tested as 
above for Bi, since 
Pb and Hg might 
erent appear 

ere as white pre- 
cipitates, and be 
mistaken for Bi.] 


a few drops of 
K,FeCy,; a choe- 
olate-red precip- 
itate shows: 


Presence of Cu. 


filter by pouring} dilute H,SO,, boil and filter through 

Pegg egal mee excess, then! ypon ce few acovered filter (note 3): 
oven]. Scrape K,CrOy a drops of boiling 
the dried resi-.)°llow Pre-| dilute HCl: pour!) ; 
d Iter! CiPitate : this solution in- 2esidue: Dissolve Filtrate : Add 

ue off the filter toa large quan-| by pouringa lit-| much water and 
(note 2), and) Presence of) s° or ecid dis-| tleboiling HNOs| pass HS for 
heat it, mixed Pb. tilled water, a| upon the filter;| some time (or 
withdry Nay Os, milkiness ‘ap-| @dd to the solu-| add much H,S- 
5 bs eon ; a pearing at once) tion AmHO in| water), a_ yel- 
cies of Hz : are or after stirring,| excess,then HA| low precipitate 
on the sides of and letting] in excess, and| Shows: 


Presence of Cd. 


[Note—If this 
precipitate is 
dark-colored, CuS 
is present (see 
note 8); filter it 
off, boil it - once 
more with H,SO,; 
filter and test the 
filtrate by H,S, as 
above, for Cd. | 


* If traces of Cu have to be tested for, Na,S should be substituted for 
.m,S, since CuS is somewat soluble in Am,S. 
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Group II p.—Arsentc Group. 


7 


The filtrate may contain Asg%3, SbgS3, SnSg. (SnS) [AugSs, PtS,]._ Add to it HCl until it 
is acid; the above sulphides if present will be reprecipitated ; filter. 


{ Note—A mere milkiness due to precipitation of S may be disregarded. If KHO or 
NaHO have been used above to dissvlve thse sulphides, HgS must be passed into the 
acid filtrate, and any further precipitate thus obtained must be added to the precipi- 
tate obtained on acidifying ; this precaution is unnecessary if AingS or NagS has been 
employed. ] ; ; 
The following method of examining the precipitate may then be employed (see| 
note 4, below): 


435 b. Remove the precipitate from the filter, using as little water as possible, into a 
porcelain dish ; add a little strong HCl and heat, occasionally dropping in a crystal 
of KC1O, until the precipitate dissolves entirely, or leaves only a slight residue of} 
sulphur. Heat this solution just short of boiling (note 5, until it ceases to smell of} 
Cl (note 6), then cool it and pour it (through a filter, if necessary) into a small flask) 
(181) containing pieces of pure Zn; if the gas does not come off readily, add a little) 


strong HCl, and cause the gas, after passing through some PbAg solution (see caution) 
181), to bubble through some AgN()s solution contained in-a broad test-tube. As) 
soon as the evolution of gas slackens, drop in more Zn, unless some remains undis-|_ 
solved in the flask ; and as soon as the gas ceases to come off (some Zn still remaining) 
undissolved), the test-tube containing the AgNOs solution is removed; if any black] 
precipitate has formed in this solution, it must be tested as below ; if the liquid has) 
remained clear and colorless, it may be rejected, since As and Sb are absent. ; 


Residue in the flask may con- To the liquid in the test-tube add several drops of 
sist of Sn (Pt,Au), and ex- AgNO, solution ; filter: 
cess of Zn; remove any de- 


sit of Sn by shaki ? , 
Cece oF p by qneking spe Precipitate: Wash well with| Fil/rate: Dilute several 


jaui i i boiling water until HCl) drops of AmHO large-| 
; whe ag og nigel ere gives no milkiness with the| ly in a test-tube, and) 
liquid and wash the Sn by| last few drops of the wash-| add this liquid drop by 
decantation in the dish:| ing-water, then pour upon| drop to the filtrate; a) 
boil the residue with alittle} the filter a little boiling di-| light-yellow — precipi- 
strong HCl in a test-tube,| lute Hf solution; boil it] tate, which settles into) 
then quickly dilute, decant| and pour it again through| flocks on shaking the) 
(note 7), and add HgCl, to| the filter; repeat this several| liquid, shows: 
the solution; a white pre-| times, then add to the solu-| Presence of As (note 8). | 
cipitate (becoming black] tion HCl and pass H,S; 
with AmHO) shows: an orange-red precipitate 


Presence of Sn (note 8). shows: 
Presence of Sb. 
“Note—This precipitate is 


often only seen on settling 
from the yellow liquid. 


j 
| 
| 
| 


Note 1.—A white residue does not necessarily show the absence 
of Hg. 

Note 2.—If the amount of the residue is too small to be removed; 
the portion of the paper containing it may be cut up and mixed 
with Na,OO, For the precautions requisite in performing this 
test see par. (147). 

Note 3.—Unless this precipitate is filtered in a covered funnel, 
washed quickly, and examined at once, CuS is liable to be oxi- 
dized and to pass into the filtrate as CuSO,; it then discolors the 
CdS precipitate, or may be entirely overlooked if present in small 
quantity. : 

Note 4.—The detection of As, Sb, Sn by the method given in 
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(4356) is very trustworthy and delicate (208); it is excelled in 
these respects by the method in (210). For beginners, however, 
the process (209) is recommended by its greater simplicity. 

Note 5.—The solution must not be heated to boiling, else SbCl, 
ot SnCl, might be volatilized if present. 

Note 6.—In this solution As and Sn will be present as stannicum 
and arsenicum, and in this state are not well suited for detection ; 
the following modification makes their detection much more rapid 
and certain, especially when they are present only in small quan- 
tity. After warming until the liquid ceases to smell of Cl, add 
H,SO, drop by drop, until the liquid after being warmed for a short 
time smells of SO,; then heat it short of boiling until the smell of 
SO, is removed, and pour (through a filter, if nevessary,) into the 
H apparatus. Great care must be taken to remove the SO, entirely, 
else Sb and As may remain as sulphides in the H apparatus. 

Note 7.—A residue here will contain Au or Pt if they are pres- 
ent; if they are to be tested for refer to (473 and 474). 

Note 8.—The precipitation by H,S in the General Table will 
often show in what condition As or Sn were present (427); further 
distinctive tests may be tried on the original so.ution by (187-190) 
and (201-203). 


436. TABLE IIT a.—_IRON GROUP. 


The precipitate produced by boiling, after addition of 
AmCl and of AmHO in excess, may contain Al,Ho,, 
Cr,Ho,, Fe,Ho,; the color of the precipitate will usually 
show whether it contains any quantity of Fe,Ho, (red- 
dish-brown), or Cr,Ho, (pale-green), since Al,Ho, is 
colorless. 

Dissolve the precipitate by pouring upon the filter a 
little boiling dilute HCI, add to the solution pure NaHO 
in excess, boil for some time and filter : 
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1. Fil/rate may contain 
Al,Hog dissolved in 
excess of NaHO. 
Add HCl gradually to 
the liquid, shaking 
meanwhile with a 
small piece of blue 
litmus-paper ; just as 
the liquid becomes 
neutral, a colorless 
gelatinous precipitate 
will form, should Al 
be present. If acid 
is added in excess, 
this precipitate dis- 
solves, but reappears 
on adding AmHO in 
excess. The appear- 
ance of this precipi- 
tate shows: 


Presence of Al. 


Note. — Caustic soda 
and potash is very lia- 
ble to contain Al,HO,; 
the analyst must ascer- 
tain that the Al does 


2. Precipitate may contain CryzHo, and Fe,Hog,. 

Dry upon the filter, carefully avoiding charring the 
paper; when sufficiently dried the substance will 
have shrunk considerably into small, hard, dark-col- 
ored pieces; detach these from the filter and fu 
them with a little solid NagCO, and KNO, upon a 
piece of platinum foil with turned-up edges, and 
either supported upon a pipeclay a or held in 
the Bunsen flame by crucible-tongs. ntinue the 
fusion by heating the under surface of the foil in the 
blowpipe flame as long as any frothing occurs; then 
allow to cvol; a yellow mass indicates the presence 
of Cr (note 1), Boil the platinum foil in a small por- 
celain dish with water until the substance is entirely 
dissolved or only a dark-brown powder (FegQ,) re- 
mains undissolved; take out the foil, allow the powder 
to settle, and decant the liquid through a filter: 


3. Residue in porcelain 
dish ; dissolve hh ur- 
ing ina little Land 
boiling, add some water, 
then a few drops of 
KCyS solution ; a blood- 
red coloratiou shows: 


Presence of Fe (note 2). 


4, Filtrate will be yellow if 
Cr is present (note 1 a), 
Add HA gradually until 
it is in excess (shown by 
the color becoming red- 
dish), boil for several min- 


utes, then add PbAg solu- 


(436. 


tion; a yellow precipitate 


not come from this shows: 


source, 


Presence of Cr (note 3). 


Note 1.—If Mn was present in the original substance, it is often 
precipitated more or less completely with the Fe, and will be de- 
tected by imparting to the fused mass a bluish-green color ; this 
should be noted, as the Mn may possibly be entirely precipitated 
in this group, and will then not be detected in the next group. 

Note 1 a —The green color, due to the presence of Mn, conceals 
the pale yellow color due to Cr; but on dissolving the cool mass 


in water and boiling with HA, the manganese coloration is de- 
stroyed ; and, on filtering from any dark-colored precipitate, the 
yellow color due to the Cr becomes evident. 

Note 2.—Fe is always detected here in the ferric condition, since 
even if originally present as ferrosum, it will have been oxidized 
by boiling with HNO, as directed in the General Table. To as- 
certain in which condition the Fe was present, boil some of the 
original substance with HCl, and divide the HCl solution (filtered 
if necessary) into two parts: to one portion add K,Fe,Oy,,, a 
dark-blue precipitate shows presence of Fe/’ (Ferrosum): to 
another portion add KCyS, a blood-red color shows presence of 
Fe’’/ (Ferricum). 

Note 3.—Cr may have been present as a chromic salt (Cr re- 
placing H in an acid) or a chromate (Cr being united with O to 
form an acid radicle). Ascertain in which state it was present by 
boiling some of the original substance with Na,CO, solution and 


filtering ; a yellow filtrate, which on being acidified with HA gives 
a yellow precipitate with PbA,, shows that Cr was present as a 
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chromate ; Cr previously combined with an acid as a chromic salt, 
remains undissolved as green Cr,Ho,, and does not color the fil- 
trate: It is found by 2 (in the above Table). 


437. TABLE III s.—ZINC GROUP. 


The precipitate produced by Am,S may contain ZnS, 
MnS, NiS, CoS. The color of the precipitate will 
usually show whether it contains any quantity of NiS 
or CoS which are black, or consists only of MnS (pink) 
or ZnS (white). 


Note.—The presence of Ni, indicated by the filtrate, after boil- 
ing with AmHO in the General Table, being blue in color, and 
also by a dark-brown filtrate being obtained after boiling with 


‘Am,S, will usually have been proved to a certainty by the exami- 


nation in the borax bead of the black NiS, precipitated by boiling 
the dark-brown filtrate from Am,S (431); if Nihas been thus de- 
tected its further detection in the Am,S precipitate, as directed 
below, will be unnecessary. 


Remove the precipitate from the filter with cold dilute 
HCl in the way described in par. 26c; take out the 
paper and allow the liquid to stand, occasionally stirring 
it well. The precipitate will either dissolve leaving only 
white sulphur, in which case the milky liquid may be at 
once examined by 2 (below), or a black residue will be 
left which must be filtered off and examined by 1 


(below), the filtrate being examined by 2: 
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438. TABLE IV.—BARIUM GROUP. 


The precipitate produced by Am,CO, may contain 
BaCO,, SrCO,, CaCO,; it is to be well washed with 
boiling. water. Before dissolving the precipitate off the 
filter much may usually be learnt by an examination of 
the flame coloration (see 1 below) yielded by the HCl 
solution. The results thus obtained are afterwards con- 
firmed in the wet way (see 2 below). 

1. Examination by Flame Coloration.—Take a small 
quantity of the precipitate out of the filter upon the 
end of a glass rod, and dissolve it by moving the end 
of the rod about in several drops of HCl on a watch- 
glass; dip into this solution a loop of platinum wire 
which imparts no color to the flame, then hold the loop 
for some time in the Bunsen flame, repeating the pro- 
cess if the coloration is not satisfactorily observed at 
first. Ca will impart to the flame a yellowish-red color, 
Sr a crimson-red, Ba a yellowish-green. The red colora- 
tions yielded by Ca and Sr are distinguished by viewing 
the flame through the indigo-prism; the Ca coloration 
then appears dingy-green, whilst the Sr coloration still 
appears crimson ; Ba is usually found by its coloration 
remaining after the others have disappeared. When all 
three metals are present together their colorations are 
apt to interfere with one another; but if at any time a 
red color is visible through the indigo-prism, Sr is cer- 
tainly present; if a green coloration is visible without 
using the prism, the presence of Ba is proved. 

2. Examination in the Wet Way.—The rest of the 
precipitate is dissolved off the filter by pouring upon it 
a little boiling HA, again boiling the liquid, and pour- 
ing it once more through the filter if the precipitate is 
not entirely dissolved. Test whether the solution is 
acid, and if it is not add HA whilst stirring until the 
liquid is acid, then pour off a small portion (A) of the 
acid solution into a test-tube, and put by the larger por- 
tion (B). To the portion (A), after it has been cooled 
by immersing the lower part of the tube in cold water 
or holding it in a stream from the tap, add several drops 

12* 


262 TABLE IV.—BARIUM GROUP. [ 438. 4 


of CaSO, solution; if an immediate precipitate forms 
refer to I (below); if no immediate precipitate forms 
heat the liquid to boiling, and if a precipitate then forms 
refer to II, if no precipitate forms even after several 
minutes refer to ITI. 


I. An immediate precipitate is produced by CaSO, in the cold, 
showing: Presence of Ba. 

Portion (B) must then be tested for Sr and Ca which may also 
be present: examine it as directed below: 

Add K,CrQ, solution until the color of the liquid is reddish- 
yellow; heat and filter through a double filter-paper, pouring 
the filtrate through the same filter repeatedly if necessary 
until the liquid is quite clear; then add to the liquid, which 
must be orange-red in color, AmHO until the color changes 
to pale yellow, then add Am,CO, solution: 


No precipitate A precipitate forms, showing Sr, Ca, or both 
Sorms, show- of them, to be present. Add to the liquid 


ing: Am,CO,, in excess, filter, reject the filtrate 
Absence of Sr| and dissolve the precipitate off the filter in 
and Ca. as little boiling HA as possible; pour off a 


small part (A’) of this solution, reserving 
the larger portion (B’). To (A’) add CaSO, 
solution afd boil: 


No precipitate forms: | A precipitate forms: 
Absence of Sr. Presence of Sr. 
Examine portion (B’) | Examine portion (B’) 
for Ca as directed at for Ca as directed at 

(C) in III. (C), If. 


II. A precipitate is not formed at once on the addition of CaSO, , 
but appears on boiling the liquid, showing: 
Absence of Ba and Presence of Sr. 
C. Portion (B) is then examined for Ca as directed below: 
Add dilute H,SO, in excess, boil and filter, reject the precipi- 
tate; add to the filtrate several drops more H,SO, and boil ; 
if this causes any precipitate boil and filter, and again test 
the filtrate by addition of H,SO, and boiling: repeat this 
process if necessary. To the clear filtrate, which gives no 
further precipitate on addition of H,SO, and boiling, add 
gradually AmHO until after mixing the liquid by thorough 
stirring or shaking it turns red litmus-paper blue, then add 
Am,C,0, solution and warm gently; a white precipitate, 
often appearing only after a time, shows: - 
Presence of Ca. 
(See note below.) 
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Ill. No precipitate is produced by CaSO,, even on boiling, show- 
ing: 

F Absence of Ba and Sr and Presence of Ca. 

C. Confirm the presence of Ca by adding to portion (B) excess 
of AmHO (35a), then Am,C,0, solution ; a white precipitate 
forms, showing: 

Presence of Ca. 


(See note below.) 

Note.—If mere traces of Ca have to be tested for, the filter- 
paper used in the analysis must first be freed from any traces 
of Cait may contain by wetting it with dilute HCl, and then 
thoroughly washing it with distilled water, as described in the 
note to par. 284 (p. 59). 


439. TABLE V.—POTASSIUM GROUP. 


The filtrate, after addition to the original solution of 
all the group-reagents in succession, may still contain 
Mg, K, Na, and NH,. Since, however, NH, salts have 
been added as group-reagents, it is useless to test for 
NH, in this filtrate; NH, must be detected by boiling 
a portion of the original substance with KHO solution, 
and ascertaining whether any NH, gas is evolved, which 
would be recognized by its smell or its action on moist- 
ened red litmus-paper. It is, however, usually un- 
necessary to test specially here for NH,, since it will 
have been already tested for in the preliminary exami- 
nation (390). Proceed to examine for Group V as 
directed below. 

Evaporate the filtrate from Group IV to dryness in a 
porcelain dish, scrape out the solid residue and heat it 
to redness upon a piece of platinum foil in the Bunsen 
flame as long as any white fumes are seen to be given 
off on removing the foil for an instant from the flame 
(Note 1), All Am compounds are thus entirely re- 
moved. If any residue remains (Note 2) it is to be 
dissolved by boiling the foil in a test-tube with a small 
quantity of water to which several drops of dilute HCl 
have been added. Divide this solution into two equal 
parts : 
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EXAMINATION FOR Mg. 


Before testing for Mg in one 
portion of this solution it is 
necessary to remove from it 
any traces of Ba, Sr, or Ca 
which it may possibly -ontain, 
and which might else be mis- 
taken for Mg. 

Add, therefore, several drops of 
H,SO, to the liquid, boil for 
a short time and let stand; 
then, whether a precipitate 
has formed or not, add a little 
AmCl and AmHO in excess, 
then several drops of Aing™;9% 4, 
and warm gently; if any pre- 
cipitate has formed proceed to 
filter at once as quickly as pos- 
sible and test the filtrate once 
more by adding H,S80O,, then 
AmCl, AmHO in excess, and 
Am,%3%, and warming as di- 
rected above; and if any fur- 
ther precipitate forms, filter 
and again test the filtrate. To 
the liquid in which the addi- 
tion of HgSO,, AmCl, AmHO 
in excess, and Ama‘ 'y, causes 
no precipitate, add Nag!tPO,, 
and if no precipitate forms at 
once warm gently, shake or 
stir the liquid violently and 
let it stand for some time: a 
white, crystalline precipitate 
shows: 

Presence of Mg. 
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EXAMINATION FOR K AND Na. 


In the other portion proceed to test for K 
and Naas directed below. The presence 
of Mg in no way interferes with the de- 
tection of K and Na, and hence if it has 
been detected its removal is unnecessary. 

Fiame coloration.—Dip into the solution a 
loop of platinum-wire which has been 
proved when held in a Bunsen flame not 
to impart any color to it. Hold the loop 
in the Bunsen flame; one of the following 
results will be observed : 


A bright yellow flame colora-| A pale _ violet 
tion, indicating the pres- coloration, ap- 
ence of Na (note 3). pearing red 

Examine this coloration | or purple 
through the  indigo-| through the 

rism; it appears red,| indigo-prism, 
indicating presence of K:| shows; 
if no red color is visible 
K is probably absent or | Presence of K. 
present only in very mi-| absence of Na. 


nute quantity. 


It is usual to confirm the results of the ex- 
amination of the flame coloration by pour- 
ing the remainder of the solution upona 
watch-glass, adding to it several drops of 
PtC), (note 4) and stirring well for some 
time; the formation of a yellow precipi- 
tate shows: 

Presence of K (note 5). 


Note 1.—If the residue is small in amount it may be ignited in 
the dish; but this is not to be generally recommended, as the 
porcelain dish is liable to be cracked by the heat, and it is also 
difficult to get entirely rid of the NH, salts by heating only in 
porcelain. 


Note 2.—It is not safe to-~place much reliance upon an examina- 
tion of the fuil for the detection of a small quantity of residue, 
but it may usually be detected by its producing a crackling noise 
whilst the foil is cooling immediately after its removal from the 
flame. Should there be any doubt, the fuil must be boiled with 
water and a few drops of HCl, and the solution examined for Mg, 
K, and Na, as directed above. 


Note 3.-—-A yellow coloration, more or less intense, will almost 
always be obtained here, since nearly all substances and reagents 
contain small quantities of Na; hence the student must note the 
intensity of the coloration, and judge from it whether the quantity 
of Na is small or large; he must then enter accordingly, either 
‘¢ Presence of Na," or ‘* Presence of trace of Na.’’ 


Note 4.—If iodine is present, PtCl, will produce an intense red 
coloration ; hence if iodine is suspected to be present, before add- 
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ing PtCl, the ahove solution should be evaporated to dryness with 
a little strong HNO,. the residue dissolved in a few drops of dilute 
HCI and tested with PtCl, for K. This is of course unnecessary 
if, before precipitating Group III in the General Table, the solu- 
tion has been evaporated to dryness with HNO,. In case of uncer- 
tainty, add PtCl, to a drop only of the above solution; and if 
iodine is found to be present proceed as directed above. 


Note 5 —Mere traces of K and Na may be detected by adding 
PtCl,, and evaporating the liquid to dryness in a porcelain dish 
upon a water-bath (504); then pouring absolute alcohol into the 
dish and stirring; any yellow residue shows presence of K, the 
solution giving the pure Na coloration if Na is present. By filter- 
ing off the vellow residue and washing it with absolute alcohol, it 
will yield the pure K flame coloration. 


EXAMINATION FOR ACID RADICLES. 


440. Several acid radicles will probably have been 
already detected for certain, if present, by the prelimi- 
uary examination. Such are CO,,SO,,8, NO,, ClO, NO,, 
ClO,, A: their reactions are so characteristic that, unless 
interfered with by the presence of other’ substances, their 
presence or absence will have been proved to a certainty : 
in case any uncertainty is felt, the analyst should refer 
to the reactions given in Section IV for the particular 
acid radicle in question, and select a reaction which will 
be decisive. 

The examination for metals also frequently yields 
proof of the presence of certain acid radicles, Thus on 
passing HS into the HCI solution: 


A reddish-yellow solution, becoming 
green and depositing white sul- 


phur, shows: Presence of CrO, 
A green solution, becoming colorless, Presence of (MnO,)’ 
A purple solution, “ Presence of (MnO,)’ 


A yellow precipitate of As,S,, ap- 

pearing only when the liquid is 

boiled, shows : Presence of AsO, 
An insoluble residue of SiO,, after 

evaporating to dryness the filtrate 

from the H,S group, shows: Presence of SiO, 
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And a yellow precipitate obtained 
with AmHMoO, before precipi- 
tating Group ILI, shows: Presence of PO,. 


The presence of any of these acid radicles thus de- 
tected will require no further confirmation. 

441. Of the acid radicles which remain to be tested 
for, some can be detected by the plan drawn out below 
(442-445): others are best detected by special tests made 
on the original substance (446-454), 

Much time and trouble may usually be saved by con- 
sidering what acid radicles can possibly be present. A 
careful preliminary examination will usually have lim- 
ited this number considerably, and it may be further 
reduced by the knowledge already obtained as to the 
sulubility of the substance under analysis, and the metals 
it contains. A reference to the Table of Solubilities 
(455), and the explanatory paragraphs, 456, 457, and 
458, will show how this knowledge is applied. 


GENERAL EXAMINATION FOR CERTAIN ACID 
RADICLES. 


442. Before employing the liquid tests it is advisable 
to separate from the substance any metals other than 
K, Na, and Am, which it may contain, since some of 
these are liable to be precipitated by the reagents added 
for the detection of the acid radicles. If alkali metals 
alone are present this separation is unnecessary, since 
they are not precipitated by any of the reagents. 

This separation of the metals may usually be effected 
by boiling a portion of the substance with Na,CO, solu- 
tion, which must be added as long as it causes any pre- 
cipitate. Filter from the precipitate, and divide the 
clear filtrate into five equal portions. Reserve one of 
these portions in case of accident, and a second for the 
tests for organic acid radicles, and acidify the others 
whilst they are hot by addition of HCl, HNO,,and HA 
respectively : examine these portions as directed below, 
using a separate part for each test : 
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443, I. Portion acidified with HCl. Present. 


On addition of BaC], solution, a white precipitate insol- 
uble on boiling (444, Bt Ml ae Foren es eos } (SO.)”. 


On addition of BaCl, solution, a semi-transparent precip- : 
itate insoluble on boiling Raa BEES SII hae s *, (SiF,)”. 
On addition of Am] and Am,Cogz, a ee (Si0s)” 
i TC ee eae Pr ergs nae der eee os pr . Ls 
On addition of FeSO, solution, a dark-blue precipitate, . (Fe Cy 19)¥i. 


On addition of Fe,Cl, solution, a dark-blue precipitate: Ce. 
FeSQ, yielding a light-blue precipitate, . eee i (FeCy,)iv. 


On addition of FeCl, solution, a red coloration destroyed \ (CySy 
by HgClg, - a P- . . . . . . . ys). 


| 
Pere Seyeitied III. Portion acidified 


with HNQOs3. Present. _ Present. 
Refer to (444, 3). with HA, 
| i 
Onadditionof AgNOs, || On addition of PbA, 
a pure white precipi- cy solution a yellow >| (Cr0,)” 
tate, easily soluble precipitate, . . . 
in AmHO (444,1), . 
. On addition of CaCl, 
On ao of AgNOs solution a white gel- > | F’* (probably). 
alight-yelluw precipi- atinous precipitate, 
tate, with iat | Br’ znd 
soluble in AmHO, . 


a white pulverulent bl 
On addition of ea precipitate,. . . . ily). 


Lal 


a yellow precipitate, ’ 
almost insoluble in On addition of Fe,C), 
3 a yellowish-white 


AmHO, . 
recipitate (449),. . 
Refer to (445). i e 


On addition of CaC a (Ca%)’*  (proba- 


(PO,4)’,or (AsO,)’” 


Novres ON THE PRECEDING TABLE. 


the original substance should then be tested by (446) and (447). 


original substance by (452); (C,0,)’” by (453). 


444, 1. Unless the Na,CO, solution used in preparing the solu- 
tion for these tests was pure (SO,)/’ and (Cl)’, if detected, may 
have been present only as impurities in the Na,CO,; portions of 


2. The presence of (SiF,)’” should be confirmed by other tests, 
such as adding KCl (300) and evolving HF by strong H,SQ, (301) ; 
the HF is most readily evolved from the BaSiF, precipitate (301 a). 

3. Should AgNO, yield a black precipitate, this proves the pres- 
ence of a sulphide, or possibly a theiosulphate ; add HNO,, and boil ; 
the black Ag,S will thus be decomposed, leaving a miiky liquid 


ATE UC ae ES SSR SPs well oe PE Oey ee Oar See eene ane ena ees 
* F will be readily detected in this precipitate, or better in the 
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in which any other precipitate is readily seen after being coagu- 
lated by heating or shaking. 


445. It must be remembered that (Cy)’, (FeCy,)'’, (Fe,Cy,.)"', 
and (CyS) are also precipitated by AgNO,, and therefore if these 
acid radicles have been already found, a precipitute produced by 
AgNO, does not prove the presence of (Cl)’, (Br)’, or (1)’, which 
acid radicles must be especially examined for, us directed below. 

If chloride, bromide, and iodide have all to be tested for, a por- 
tion of the Na,CO, solution must be examined by (273); or the 


precipitate obtained by AgNO, (see 443, IL) may be tested by (273 a) — 


for Ol; Drei. 
If only bromide and iodide have to be tested for, use par. 274. 


SpeciAL Tests FoR Acip RADICLES TO BE MADE ON 
THE ORIGINAL SUBSTANCE. 


446. Sulphate.—A portion of the original substance 
is boiled with HCl, the liquid decanted (or filtered if not 
clear), and BaCl, added to it: a white precipitate shows 
presence of SO, 

447. Chloride-—A portion of the original substance 
is warmed with HNO,, the solution decanted (or filtered 
if necessary ), and AgNO, solution added to it, a perfectly 
white precipitate, easily dissolved by warm AmHO, 
shows presence of chloride. 

448. Cyanide if present will have been detected by 
its special test and by the smell of bitter almonds, which 
is given off by the substance, after adding H,SO, (411). 
Add to some of the substance Am,S in excess and boil ; 
filter from any dark-colored precipitate, boil the filtrate 
for a short time, acidify with HCl and add Fe,Cl,; a 
red coloration, not destroyed by heat, but removed by 
addition of HgCl,, shows presence of Cy [possibly as 


(FeCy,)"", (Fe,Cy,,)", or (CyS), if these acid radicles have ; 


been found (443, 1)] 

449. Arsenate-—This acid radicle cannot be present 
unless As was detected during the examination for 
metals ; the presence of (AsO,)’’’ is there rendered prob- 
able by the precipitation of yellow As,S, occurring only 
when the liquid saturated with H,S is boiled. If As 
has been found amongst the metals, proceed to test for 
(AsO,)’"’ by adding to a portion of the Na,CO, solution 
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(442) HCl until it is acid, then AmCl, AmHO in ex- 
cess and MegSO,; filter off any precipitate which forms 
on warming and shaking the liquid, and pour a few 
drops of AgNO, solution upon the white precipitate on 
the filter, a change of color to brown shows presence of 
(AsO,)'". 

450. Phosphate.—Boil some of the original sub- 
stance with dilute HNO,, add a little of this clear solu- 
tion (filtered if necessary) to some AmH MoO, solution, 
shake and stir the liquid well, and if no precipitate 
forms warm very gently, a yellow precipitate shows pres- 
ence of (PO,)’”’. 


Note.—If (AsO,)’’” has been detected (449) this test for (PO,)’// 
is only reliable when the yellow precipitate has been obtained 
either in the cold or by employing a very gentle heat. If any 
doubt is felt concerning the presence of (PO,)’’’, boil some of the 
substance with strong HCl, and examine for (PO,)’’ after having 
entirely separated the (AsO,)’’’ by passing H,S into the boiling 
HC! solution. A doubtful precipitate with AmH MoO, may be 
proved to contain phosphate by dissolving it in AmnHO, adding 
AmCl and MgS0O,, filtering and dropping AgNO, upon the pre- 
cipitate, if phosphate it turns yellow, if arsenate brown. 


451. Borate-——Warm a portion of the substance with. 
a little dilute HCl, dip into the solution a strip of tur- 
meric-paper and dry it in a steam-oven (or at a gentle 
heat), if the slip is reddish-brown and becomes blue-black 
when moistened with AmHO, the presence of (BO,)’”’ is 
shown. 

452. Fluoride.—Pour upon a portion of the powdered 
substance strong H,SO,; and warm the mixture in a 
leaden or platinum crucible covered with a watch-glass, 
which has been coated with wax or paraffin, and has 
then had characters traced through the film with the 
point of a penknife; the characters are etched upon the 
glass, showing the presence of F. 

If SiO, is known to be present, the test must be 
made by conducting the gas, evolved on heating the 
substance with strong H,SO, into dilute AmHO, when 
a deposit of gelatinous H,SiO, proves the presence of F. 

453. Oxalate-——The precipitate produced by CaCl, in 

III (443), or the original substance if it contains no car- 
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bonate, is mixed on a watch-glass with MnO, free from 
carbonate and strong H,SO,, and gently warmed; CO, 
is evolved and detected by holding over the bubbles 
which rise from the mixture a rod moistened with lime- 
water, or by inverting another watch-glass containing 
on its under surface a drop of lime-water over the glass 
containing the mixture. 


453 a. Tartrate.—The presence of T will probably 
have been indicated in the preliminary examination 
(388 or 412). In order to confirm its presence, any 
metals of Groups I, II, and III must be separated by 


HS or AmS (see last two pars. of 358 6), and CaT is 
then precipitated from the liquid, made just alkaline 
with AmHO and mixed with a little AmCI, by adding 
excess of CaCl,, shaking well and letting stand for some 


time. A precipitate may consist of CaT, Ca,(PO,),, or 
CaO. By shaking this precipitate with cold K HO solu- 


tion, CaT is dissolved and may be reprecipitated from 
the solution (or filtrate) by diluting and boiling for some 
time; the precipitate is then gently warmed, after de- 
canting the liquid, with a little very dilute AmHO and 
a crystal of AgNO,, a metallic mirror shows the presence 


of T. 
Y is Sulphide.—Very small quantities of S may be 
detected by boiling the substance with KHO for some 
time, and adding to the clear solution alkaline PbA, so- 
lution, when a black precipitate or coloration will ap- 
pear. 


The above directions must only be considered as 
affording examples of how the principal acid radicles 
are detected. By reference to the individual reactions 
in Section IV, and to the directions there given for the 
detection of similar acid radicles when occurring to- 
gether, this method will serve for the detection of all the 
commonly occurring acid radicles. 


4 
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SOLUBILITY IN WATER AND ACIDS. 
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272 USE OF THE TABLE OF SOLUBILITY. (456-458. ; 


456. The table is thus arranged: in a horizontal line at the 
head are placed the more commonly occurring metals, which yield 
salts or basic oxides; in the vertical column on the left is a list of 


that portion of the names of the compounds thus formed, which — 


corresponds to the acid radicle; the same are also placed in chem- 
ical symbols in a vertical column on the right. The solubility of 
a compound is denoted by letters: 


w. Signifies soluble in water. 
a. Soluble in acids; the term standing for HCl, HNO,, and 
aqua regia, 
am, Soluble in muriatic (hydrochloric) acid. 
n°, Soluble in nitric acid. 

a™2., Soluble in a mixture of muriatie and nitric, but not in 
either separately. 

i. Insoluble in water and acids. 

w.a. Letters thus placed together with a stop between, signify 
that in different states the substance shows these differ- 
ent solubilities. 

w-a. Letters connected by a hyphen indicate that the substance 
is only slightly soluble in the first solvent, and muy 
therefore partially fall under the class denoted by the 
second letter. 

w-b. Decomposed more or less by much water with formation 
of a basic salt which is not soluble in water but soluble 
in acid, 


457. To find the solubility of any compound of one of the 


metals placed at the top of the table, glance down the vertical 
column which is headed by this element, the letter indicating the 
solubility of the compound will be found in a horizontal line with 
the acid radicle portion of the name. Thus to find the solubility 
of zine sulphate, it is only necessary to glance down the vertical 
column with Zn at its head; on a horizontal line with ‘sulphate ”’ 
(SQ,) stands the letter w, showing that zinc sulphate is soluble in 
wuter. 

458. The way in which this table is used after ascertaining the 
solubility of a substance under analysis, and detecting the metals 
present*in it, may be explained by an example. In a substance 
which was entirely soluble in water, the metals found were K, Ba, 
Ag. We glance down the columns headed by these three metals, 
and can thus see at once which acid radicles may be present; all 
acid radicles might be present combined with K, since all its salts 
are soluble in water, but the presence of Ba in a substance soluble 
in water shows that SO,, PO,, CO,, BO,, AsO,, AsO,, CrO,, and F, 
cannot be present, since these acid radicles form compounds with 
Ba which ure insoluble in water; Ag excludes in addition 8, Cl, 
Br, and I; hence amongst the more commonly occurring acid 
radicles only NO, need be tested for. 

This example shows how much we may often simplify the exam- 
ination for acid radicles, when the metals present in a substance 
and also its solubility are known, by referring to the above table. 
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REMARKS ON THE PRECIPITATION OF 
GROUP III. 


459. In the General Table (419) it is assumed that 
in the absence of (PO,)’”’ the two Sub-groups III a 
and III 8B can be separated from one another by adding 
first AmCl and then excess of AmHO to the solution ; 
Group III 4 alone being thus precipitated, and Group 
III B being afterwards precipitated by adding Am,S to 
the filtrate. Now although AmCl entirely prevents the 
precipitation of Group III B by AmHO, if the solution 
is kept covered from the air; still if the members of 
Group III a are present at the same time in the solu- 
tion they are precipitated by AmHO, and the presence 
of AmCl will not prevent Mn and Zn from being pre- 
cipitated with them in smailer or larger quantity, Mn 
particularly showing a tendency to be precipitated with 
Fe, and Zn with Cr. Hence if either Mn or Zn, espe- 
cially the former, be present in small quantity only, it 
may be entirely precipitated in Group III 4; this is 
not a serious matter in the case of Mn, since it is readily 
detected in the ordinary examination of the precipitate 
by Table III a by yielding a green mass on fusion with 
Na,CO, and KNO,; but Zn may thus be entirely passed 
over, since if precipitated with Cr,Ho, its presence 
would certainly not be detected in Table III a. The 
method of dissolving the precipitate several times in 
HCl and reprecipitating with AmHO, to some extent 
meets this difficulty ; but it is preferable whenever a 
precipitate is produced on adding AmCl and AmHO, 
and traces of Mn and more particularly of Zn have to 
be tested for, to precipitate Groups III a and III B 
together, by adding in succession AmCl, AmHO, and 
Am,S, and boiling. The precipitate is then examined 
by Table III c (464, 465) for Groups III a and III s, 
the filtrate being examined, as directed in the General 
Table for Groups IV and V. It must, however, be 
understood that if no precipitate is produced by AmCl 
and AmHO, Am,S may be added, and the precipitate 
(if any) examined by Table III B, since in the absence 
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of Group III a the members of Group III B are not © 
precipitated by AmHO in the presence of AmCl. . 

460. The presence of (PO,)'"’ in the HCl solution 
which is to be examined for Groups III, 1V, and V 
involves no special procedure if AmHO added after 
AmCl produces no precipitate, since the phosphates of 
Groups I1I and IV and of Mg must be absent. If, 
however, on adding AmCl and AmHO a precipitate is 
formed, the directions given at the head of Table III p 
(466) must be followed, and the precipitate must be ex- 
amined by that table. The reason for this departure — 
from the ordinary course of analysis-is that, whereas Al, 
Cr, Ba, Sr, Ca, and Mg, if present as phosphates, are — 
completely precipitated by AmHO, the phosphates of — 
Ni, Co, Mn, Zn, and Fe, are only partially precipitated 
by AmHO; they are, however, entirely precipitated by — 
Am. ‘The filtrate from Am,S is then examined as © 
directed in the General Table for Groups [LV and V. 

The principles on which the method drawn out in 
Table III p is founded are: 

1. The insolubility of the phosphates of Al, Fe, and | 
Cr in HA in the presence of alkaline acetates, the other 
portions of the precipitate being soluble. 

2. The separation of all the (PO,)’”’ which is in the 
HA solution combined with Ba, Sr, Ca, or Mg, by Fe, 
Cl, in an HA solution. 

The further separation of Al, Fe, and Cr phosphates 
is somewhat complicated by the fact that AlPO, is only 
decomposed by fusion mixture when SiO, is also present, 
and this SiO, has to be removed after the fusion by 
methods which will be intelligible on reference to (290) 
and (291). 

461. The reason why, in obtaining the precipitate for 
Table III p, the precipitates produced by AmHO and 
Am,§S are filtered and washed separately, is that phos- 
phates of Fe, Zn, Mn, Ni, and Co are converted by Am,S 
into sulphides, forming at the same time ammonium 
phosphate which remains in solution, and this would 
precipitate Ba, Sr, Ca, Mg as phosphates from the solu- 
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tion, even if they were not originally present in that 
condition. Now this besides complicating the process 
of analysis, would also render it impossible to state 
whether Ba, Sr, Ca, and Mg were originally present as 
phosphates or not. Hence the phosphates are first pre- 
cipitated by AmCl and AmHO, then any members of 
Group III B are precipitated from the filtrate by Am,S. 
The two precipitates are mixed and treated with Am,S, 
which will dissolve away the (PO,)’”’ from Fe, Zn, Mn, 
Ni, Co phosphates if present, leaving the other phos- 
phates undecomposed ; hence, if on filtering and testing 
the filtrate with AmCl], AmHO, and MgSO, a white 
crystalline precipitate is obtained, this indicates the 
presence of (PO,)’’’ and indirectly establishes the pres- 
ence in the original precipitate of phosphate of some one 
_or more of the metals Fe, Zn, Mn, Ni, Co. 

462. Oxalates, borates, fluorides, and silicates of Ba, 
Sr, Ca, Mg, would likewise be precipitated by AmHO 
in Group III a; but by the evaporation of the HCl 
solution after passing H,S, H,BO,, and HF are usnally 
volatilized, and H,SiO, becomes insoluble ; oxalates are 
also decomposed by a gentle ignition after evaporation. 


*.* The best course to be pursued in precipitating 
and examining Group III, will be found in par. 463. 


463. RULES FOR THE PRECIPITATION AND 
EXAMINATION OF GROUPS III 4 AND IIIs. 


Note.—Refer to pars. 459- 462 for explanation of these rules. 


Hence the following rules may be laid down for pre- 
cipitating and detecting members of Group III a and 
Ill B in the HCl solution, a small portion of which 
has been tested for (PO,)’”” by AmHMoO, : 


I. If the addition of AmHO after AmCl causes no 
precipitate, Am,S is at once added, the liquid boiled, and 
the precipitate, if any, examined for members of Group 
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III B by Table III B (437); this course’ is pursued 
whether (PO,)/”’ is present or absent. 


II. If the addition of AmHO after AmCl causes a 
precipitate and (PO,)’"’ ts not present, the plan of pre- 
cipitation depends upon the object of the analysis. 

If small quantities of Zn need not be examined for, 
the method given in the General Table (419) may be 
followed. 

If traces of Zn have to be tested for in the solution, — 
add AmCl, then AmHO and Am;S in excess, boil, — 
filter, and examine the precipitate by Table III c (464), 
or ITT ©, (465). 

Note.—The method described in Table III c¢, gives reliable 
results, and is to be used for very careful analysis; the method in — 
Table III c, is, however, much more simple, and is sufficiently — 
accurate for general use. 

III. Jf the addition of AmHO after AmCl causes a 
precipitate and (PO,)'"" is present, the method of precip-— 
itation to be adopted will be found in par. 466, together 
with the table for the examination of the group pre- 
cipitate. 


464. TABLE III c.— FOR THE SEPARATION 
OF GROUPS III 4 AND III B BY BaCoO,. 


The precipitate may contain Fe, Al, Cr, Zn, Mn, Ni, 
Co. Rinse it off the filter into a porcelain dish, using 
as little water as possible, add some strong HCl and 
boil, adding at intervals a small crystal of KCIO,, until 
all is dissolved but a small quantity of yellow sulphur. 
Evaporate very nearly to dryness, dilute with a little 
water, and pour (through a filter, if necessary) into a 
small flask. Cool, pour in a small quantity of BaCO, 
suspended in water, cork the flask tightly and shake 
well; repeat the addition of BaCO, and agitate until 
the precipitate is distinctly whitened by the excess of 
BaCO,: then shake well and allow the flask to stand by 
corked for at least fifteen minutes, occasionally shaking 
it vigorously. Let the precipitate subside, filter: wash 
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the precipitate with a little cold water allowing the 
_ washings to run through into the filtrate; then wash 
_ thoroughly, rejecting the washing water : 


1. Precipitate may contain Fe, Al, 
Cr, and BaCQ,: dissolve by pour- 
ing a little boiling HCl upon the 
filter, returning the boiling acid 
to the filter if necessary to dis- 
solve any undissolved precipi- 
tate; remove Ba from the boiling 
solution by adding dilute H,SO, 
gradually, until after allowing 
the precipitate to settle, a few 
additional drops of acid cause 
no further precipitate (Note 1): 
filter, add pure NaHO in excess 
to the filtrate, boil and filter: 


Precipitate: ex-| Filtrale: exam- 


amine for Fe ine for Al 
and Cr by col- by column 1, 
umn 2, Table Table III a 
III a (436). (436). 


Note 1—The separation of Ba 


may be neglected here, the pre- 
cipitate being at once boiled with 
NaH): in this case much white 
BaCO, will remain with the Fe,0; 
after fusion to separate Cr; it will 
however dissolve with the Fe and 
cause no complication. 


2. Filtrate may contain Zn, Mn, Ni, Co, 


and BaCl,. Remove Ba by adding to 
the boiling liquid dilute H,S’, gradu- 
ally, until the last few drops produce 
no further precipitate in the clear 
bt from which the BaSO, has been 
allowed to settle; filter; add pure 
NaHO in excess to the cold filtrate, stir 
well and filter : 


Precipitate may contain Mn, | Filtrate: 


Ni, Co: rinse off the filter | pass H,S,a 
intoa porcelain dish with| white pre- 
as little water as possible 
add some strong HCl and | dicates: 
boil; evaporate nearly to 

dryness,add alittle water | Presence of 
and dissolve some solid Zn. 


NaA in the liquid, pass 
H,S to saturation, filter; 


Precipitate: { Filtrate: add 
examine AmHO in 
forNiand| excess; a 
Coaccord-| flesh-color- 
ing to Ta-| ed precipi- 
ble III B,| tateshows: 


column 1) Presence o 
(437). Mn. : 
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Note 1.—A mere milkiness, due to the separation of sulphur, 
shows the absence of Ni and Co, and does not render filtration 
necessary. 

_ Note 2.—A]l and Zn may also be detected without dividing the 
filtrate by adding to it HC! gradually, until it becomes acid ; then 
AmHO until alkaline, a colorless floceulent precipitate shows Pres- 
ence of Al: this is filtered off and H,S passed into the filtrate, a 
white precipitate shows Presence of Zn. 


TABLE III p FOR EXAMINATION OF PHOS- 
PHATES IN GROUP III. 


466. If (PO,)’” is found in the HCl solution in the 
General Table (419) after precipitating Groups I and II, 
and a precipitate forms on addition of AmCl and AmHO, 
these reagents are added, the latter in slight excess, to the 
HCI solution ; it is then gently heated, filtered quickly, 
and washed well with hot water. To the filtrate Am,S 
is added in excess and the solution boiled, then filtered, 
and the filtrate examined for Groups IV and V (419) 
and (431). Transfer the two precipitates yielded by 
AmHO and AmS to a porcelain dish, and stir well with 
a little Am,S, filter off and wash well. Examine the 
precipitate by the following table : 


Filtrate: Add FeCl, ‘note 2) drop by drop as long as a precipitate forms (large 
excess must be carefully avoided), and until the liquid, after being well stir- 
red or shaken, remains reddish. Warm gently for some time, filter whilst © 
hot, and wash with hot water: . 


| Filtrate: add AmCl, AmHO (note 3), and Am,S: filter: Precipitate 

" cuontain- 
eee ee Or Oy 
Filtrate: add Am,COs: filter: Precipitate: exam-| ™May _ be 


ine by Table [11 | Beglected. 
|g (404, 465) for 20, 
ecipitate may contain | Filtratemay contain Mn, Ni, Co, also 
COs, SrCOz CaCO,.| Mg;add NagH PO, | fr Al and Cr. 
mine this pre-| warm and shake | Test a portion of 
te by itself by | well. White crys-| the original solu- 
IV (438). Ba,| talline precipi- tion (or svlution 


‘Sr or Ca,if found in| tate; of the substance 
this precipitate, were in Pig ot for Fe” 
present in the solu-| Presence of Mg (as| 20 ag e” by note 
tion as phosphates. phosphate). 2 (436). 


Note —The filtrate should be examined for (PO,)//’ by adding 
 MgS0O,; if this is present Fe, Zn, Mn, Ni, Co, one or more were 
_ present as phosphates. 


“a Bee 7 
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The precipitate produced by AmCl, AmHO, and 
Am,S may contain Ba, Sr, Ca, Mg as phosphates; Fe, 
Zn, Mn, Ni, Co as sulphides; and Al, Cr as hydrates. 
Remove it from the filter, and heat it with dilute HCl 
in a porcelain dish. If this does not dissolve it, drop 
in several small crystals of KCIO,, and evaporate very 
nearly to dryness. Filter off S, if necessary (note 1) ; 


then add a solution of HA and NaA (No. 84) (526), as 
long as any precipitate is produced. Heat gently, and 
filter while hot: 


Precipitate may consist of FePO,, AlPO,, CrPO, (note 4). Dry the precipitate 
on the filter, and fuse it for a short time with finely powdered SiO, and 
fusion-mixture, adding a little KNOg, in a platinum crucible or on platinum 
foil. When cold, dissolve by boiling with a little distilled water, add Am,COg, 
allow to stand for a short time, stirring occasionaliy; let the precipitate 
subside, filter: 


Filtrate: add HA | Precipiiate: may contain H,SiO,, Fe and Al as silicates, 
until the solu-| and FegHo,. Acidify with HCl, evaporate to dryness, 
tion is acid, boil | and heat the dry residue gently. Warm with a few drops 
for ashorttime,| of strong HCl, add hot water, and filter: 


then add PbAg: 


yellow precipi- 
tate of PbCrO,. | Filtrate: add pure NaHO in excess, boiland | Residue is 
Presence of Cr, filter: SiO, and 
(as phosphate). may be 
Wote.— A  wWhit0 | ~~~ =sqresee= a] seat bo oe 
precipitate on | Filtrate: acidify with | Precipitate is brown 
additionof PbA,g| HCl,andadd AmHO | Fe,Ho,: dissolve b 
may be disre-| in excess, boil: |} boiling with HCl, 
garded. white, gelatinous| and add KCyS: 
precipitate : blood-red _—_colora- 
Presence of Al, tion: 
(as phosphate). | Presence of Fe, 
(as phosphate), 


Note 1.—Add several drops of this HCl solution to some 
AmHMo(Q, solution in a test-tube and warm gently ; ifno yellow 
precipitate forms, even after standing for a time (PO,)/// is ab- 
sent; this proves that only Ni, Co, Mn, Zn, and Fe can be present 
in the solution, which may therefore be ut once examined by Table 
Ill c (464, 465), or as directed in Note 3 below. 

vote 2.—A few drops of Fe,Cl, should be added to a small part 
only of the filtrate and heated; if it causes no precipitate (PO,)/’’, 
and therefore Ba, Sr, Ca, and Mg, are absent, and to the other 
portion AmCl, AmHO, and Am,S may be at once added, and 
the precipitate examined by Table IIT c (464, 465), or the solution 
may be examined as directed in Note 3. 

Note 3.—Since this filtrate has to be tested for Groups III a 
and III 8, it may be examined either by adding AmCl, AmHO, 
and Am,S together, and analyzing the precipitate by Table 


3 
F 
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III c, or by precipitating Groups III a and IIT 8, separately by 
AmCl and AmHO, and then Am,S, and examining the precipi- 
tates by Tables ILI a and III B (436, 437). 

Note 4—Since CrPO, is rarely present, this precipitate may 
generally be tested by boiling with excess of NaHO, and filtering ; 
AIPO, will be in solution, and is detected by acidifying with HCl 
and adding AmHO in excess, which gives a gelatinous precipitate ; 
Fe,Ho, remains as a precipitate, and is detected by dissolving in 
HCl and adding KCyS. 


Bb. THE SUBSTANCE POSSESSES METALLIC LUS- 
TRE, AND IS PROBABLY A METAL OR ALLOY. 


After making the Preliminary Examination in (467- 
469), either of the two methods given below (470, 471) 
may be adopted. 

The first method is by far the most ready and certain 
for the examination of a metal or alloy of unknown 
composition, since all metals, even when present in small 
quantity only, may thus be detected. 

In making the solution by the second method, Sn, 
Sb, Au, and Pt are left undissolved, all other metals 
passing into solution ; it is not, however, to be recom- 
mended as a general process for examination of metals 
and alloys, since the following complications are apt to 
occur: If As is present with Sn, a part or the whole of 
the As may remain in the residue; Pt, if present with 
a sufficient quantity of Ag, may pass entirely into solu- 
tion; and Sb will always partly dissolve. The process, 
however, is useful in cases where an alloy, known to 
contain a large proportion of Sn or Sb, has to be exam- 
ined for other metals, which are thus dissolved away at 
once from the bulk of the Sn or Sb: but care must be 
taken that As is not passed over in the presence of Sn. 


PRELIMINARY EXAMINATION. 

467. Note its color, and smell, if any, when rubbed 
with the hand; also whether it is crystalline or not. 
Note also the hardness of the metal, by seeing if it can 
be scratched or cut by a steel knife; also whether on 
being struck smartly with a hammer it breaks to powder 
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(brittle), or flattens out (malleable). Then try the fol- 
lowing experiments: 


Experiment, Observation. Inference, 


468, I.—Heat a small por- | The results obtained by (403) |Theinference will 
tion on charcoal in the} and (404) in the Preliminary | be found stated 
inner blowpipe flame. Table may be here obtained. | in (403) and (404). 


469, Il.—Heat a portion | A metallic sublimate forms. | Presence of Hg, 
in asmall tube closed at | It consists of small liquid | Cd, As, two lat- 
one end. globules. re ais by 

). 

Note-——As and § can fre-}| A yellow sublimate melting | Presence of Hg. 
quently only be detected | to reddish-yellow drops, and 
as arsenate and sulphate | the substance heated slowly 
by fusion in the outer| ina tube open at both ends |. 
flame with KNO3. evolves SOg. [See (368), III1.| Presence of 8S 

(417).] from asulphide, 


PROCESSES FOR SOLUTION AND EXAMINATION OF A 
METAL or ALLOY. 


470. Mrernop I.—Pour some rather dilute HC! upon 
the powdered metal in a small flask covered with a 
watch-glass with its concave surface upwards, and heat 
for some time just short of boiling; if the metal dis- 
solves readily, continue heating until the metal is com- 
pletely dissolved, and examine the HCI solution accord- 
ing to the General Table (419). 

Frequently HCl alone does not effect complete solu- 
tion, two or three drops of strong HNO, should then be 
poured in, and more HNO, and HCl added occasionally 
when the action ceases, or when red fumes are no longer 
given off. When the metal has entirely disappeared, 
add a little more strong HCl, and boil as long as any 
Cl or reddish fumes are given off; then dilute with a 
little water, heat to boiling, and cool; filter if there is 
any white residue: 
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Residue, if crystalline, is prob- | Filtrate(note 1): dilute largely 
ably PbCl,, and will be found} with H,O (see note 2), and 
to dissolve entirely if washed | whether this causes a precipi- 
with sufficient boiling water.| tate or not, pass H,S to satu- 

In this solution the presence | ration into the solution; ex- 
of Pb is confirmed by adding; amine any precipitate thus 
K,CrO,, which gives a yellow | produced by Table II (435), 
precipitate soluble in excess; and proceed to examine the 


of KHO: filtrate for Groups III, 1V, 
and V, as directed in the 
Presence of Pb. General Table (419). 


If any residue is left after wash- 
ing with boiling water, it is 
probably AgCl; confirm the| ote 1.—If Au and Pt may be 
presence of Ag by pouring | Present, they must be tested for 
upon the residue hot AmHO, | !" the H,S precipitate, according 
it dissolves completely, but | to the directions in (472-474), 
is reprecipitated on adding| Nofe 2.—A white precipitate 


HNO, in excess: appearing on dilution, is due 
to the presence of Bi, Sb, or 
Presence of Ag. Sn. 


471. Mernop II.— Pour upon the finely divided 
metal some strong HNO,,* and heat in a small flask 
covered with a watch-glass as long as any red fumes 
appear. One of two results will occur: 


IL. Il. 


The substance dissolves | A Residue is left: add some hot water and boil, then 
completely with or with- | filter and wash the residue on the filter well with 
out addition of water.| boiling water (note 2). The residue may present the 
Absence of Pt, Au,| following appearances: : 

Sb, Sn (note 1). 

Examine the solution, 
after boiling nearly | 1. Entirely metallic or black powder: | 2. White powder 
to dryness, and dilut- protay Ptor Au. Dissolve by may contain 
ing with water (note 1eating in a small flask, covered Sn,Sb, As, pos- 
a) by the General with a watch-glass, with a little sibly also Pt 
Table (419). HCl to which afewdropsofHNO,| and Au _ con- 

have been added. When com- cealed in it 
pletely dissolved add more HCl, (note 3), 

and boil down in an evaporating 
basin nearly to dryness, examine 
the solution for Au and Pt by 
(474) commencing with the addi- 
tion of KCI, and using only the 
left-hand side of the table, since 
Sn will be absent. 


* If Hg is found in the preliminary examination and small 
quantities of Ag have to be tested for, the Hg should be expelled 
by heating the substance strongly in a porcelain crucible before 
dissolving in acid, as Hg (NO,)2 tends to prevent the precipitation 
of Ag by HCl in Group I. 
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Note 1. The solution is liable to contain small quantities of these 
metals, which must always be tested for in a careful analysis. 

Note 2.—BiOCl will often precipitate on dilution, but the pre- 
cipitate will disappear on adding HCl and boiling, being thus 
easily distinguished from the Group I precipitate. 

Note 3.—If much residue is cpkernel a small quantity of it may 
be heated in a test-tube with HCl] adding KCIO,, if it dissolves 
entirely dissolve the whole of the residue, then examine the solu- 
tion by Table II, commencing at (4856): if it refuses to dissolve, 
proceed with the rest of the residue as directed below. If the 
residue is small in quantity, examine it at once as directed below. 


Examination of the Non-metallic Residue insoluble in 
HNO,.—Dry the residue on the filter at a gentle heat, 
mix it thoroughly with about an equal quantity of 
powdered Na,CO, and NaNO,, and fuse the mixture in a 
porcelain crucible for some time; then pour the melted 
substance out into a porcelain dish ; allow it to cool, and 
pour upon it cold water; let it stand for some time. 
After crushing the mass with a pestle and stirring it 
occasionally, filter, and wash the residue on the filter 
with dilute alcohol, throwing away the washings: 


Residue may contain Sn, Sb, Pt, Au. | Filtrate may contain 


Place it in a small porcelain dish, pour | (AsO, )//7: add 
in alittle HCl and heat, then add water ; HNO, until the 
whether the residue has dissolved or not | solution is acid and 
place in the liquid a slip of Pt foiland | ®boil, evaporating 
drop upon it a piece of pure Zn; H gas| the liquid in a 


is given off; wait until this ceases, 
tuking care that there is some Zn left 
undissolved, and adding more Zn if the 
first piece has entirely dissolved. Now 
remove the platinum strip; if it is 
stained black Sb is present. 

The residue in the dish may consist of Sn, 
Au,and Pt; remove the Zn, rinsing off 
any substance adhering to it into the 
dish, stir the liquid in the dish well, then 


pour off the liquid, carefully leaving the |. 


residue; pour in water, stir well and 
again pour off carefully. Boil the resi- 
due for some time with strong HCl in 
a test-tube, dilute, decant, add HgCl,, a 
white precipitate forms :—Presence of 
Sn. 

Residue: dissolve by warming with HCl 
and HNO,, and examine the solution 
for Au and Pt by (474), using only the 
left-hand portion. 


dish if very bulky. 
Pour in AgNO, as 
long as it givesany 
precipitate, and add 
gradually AmHO 
diluted with 10 or 
12 times its bulk of 
water, a brown pre- 
cipitate shows : 


Presence of As. 


i} 
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SEPARATION AND DETECTION OF Au AND Pt. 


472. Au and Pt will, in the ordinary course of analy- 
sis, be entirely precipitated as sulphides in the Second 
Group, if H,S is passed for some time into the hot HCl 
solution ; and since these sulphides are soluble in KHO 
and in Am,S, on examining the H,S precipitate by 
Table II (435), the Au and Pt will pass into the fiitrate 
when the precipitate is boiled with KHO or Am,S. No 
modification of the process described in Table II is re- 
quired for the detection of these two metals until the 
examination of the residue in the hydrogen flask is com- 
menced. The Au and Pt will be present in this residue, 
associated with Sn if it be present, and usually also 
with at least a part of the Sb (if present), since Zn and 
Pt if in contact in an acid liquid cause the separation of 
metallic Sb (193). Accordingly when Au and Pt have 
to be tested for, the ordinary course of analysis is to 
be followed until the residue in the hydrogen flask is 
obtained ; and this is examined as directed below (473). 

473. After washing the residue left in the hydrogen 
flask by decantation in a porcelain dish and removing 
any excess of Zn, boil it with a little strong HCl in a 
test-tube for several minutes, allow the residue to settle, 
and decant the liquid : 


474, Residues :* Pour upon the residue in the dish a little | So/ution : Add 
HCl, and several drops of HNOgs, and boil gently very | HgCJ, a white 
nearly to dryness; add some KCI solution, and evaporate | precipitate, 
once more very nearly to dryness. Pour some absolute | which does not 
alcohol into the coul dish and stir well for atime, allow the | appear at once 
precipitate to settle and decant the liquid, wash the pre-| if only traces 
cipitate by stirring it with alittle more alcohol, and decant | of Sn are pres- 
the liquid when the precipitate has settled: ent: 

Presence of Sn. 


Precipitate will consist of | Solution will be yellow if Au is 
yellow KgPtC],and excess | present; evaporate carefully 
of KCl, dissolve it in a| on a water-bath just to dry- 
little boiling water, pour | ness, dissolve in a little water 
it into a white dish, add | andaddatew drops of freshly 
severaldrops of H(1,then | prepared FeSO, solution. Au 
SnCl,: an orange-red col- Will be precipitated in a fine 


oration confirms the powder, causing the liquid to 
Presence of Pt. appear reddish by reflected 
and blue by transmitted light: 

Presence of Au. 


* If Sb has not been detected already in the precipitate LE ee by the gases 
in AgNO, solution (435 ), this residue should be examined for Sb. Boil it once 
more for some time with strong HCl to remove all Sn, wash the residue well by 
decantation and boil it in the dish with HT adding a few drops of HNOs, decant 
and test the liquid for Sb by adding HCl and passing H,S: the residue is then 
examined as above (474). 13% 
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EXAMINATION OF SUBSTANCES INSOLUBLE IN 
WATER AND ACIDS. 


475. An insoluble substance may consist of one or more 
of the following substances, all of which are white ex- 
cept Fe,O,, Cr,O,, FeCr,O,, PbCrO,, 8, C, and AgCl 
which has been exposed to light. 

Note.—Substances embraced in brackets ( ) may possibly be 


present, those in square brackets [ ] improbably, because they 
are soluble in water. 


1. BaSO,, Insoluble in water and acids. 

2. SrSO,, Insoluble “ 

3. [CaSO Not perfectly insoluble in water, soluble in 
ry (PbSO,) ; \ hot HCI : hence it should pass into the acid 

; why solution. 
5. PbCrO,, Insoluble after being strongly heated. 
Soluble in boiling water, and should there- 
6. [PbCi,], fore have been removed if the residue was 
well washed with boiling water. 
{This may have been originally present as 
| such, or may have been derived from the 

7. AgCl use of HCl in making the solution, or by 

Da Sig the action of aqua regia on the insoluble 
substances AgBr, Agl, AgCy, Ag,Fe,Cy,,, 
| Ag,FeCy,. 

8. SiO,, Either uncombined, or as a silicate. 

m (Al,05); Insoluble after being strongly ignited, but 
10. (Fe,O;), these are usually dissolved by long boiling 
11. (Or,0,), J with strong HCl. 

12. FeCr,Q,, Chrome iron ore, native. 

13. (Sn9,), Native or ignited. 

14. $b,0,,S6,0, 

15. CaF Also a few other fluorides, and some meta- 
‘ 2 phosphates and arsenates. 

16. S, Yellow, slowly soluble in strong HNO,, giv- 

17. C, ing red fumes, and yielding H,SO,. 


Black, and quite insoluble. 


Note.—If sufficient of the substance is at disposal, the prelimi- 
nary examination (476) may be made on a portion of it. In case 
the quantity of substance is small, however, the whole of the sub- 
stance must be employed for the examination by fusion (477). 


476. PRELIMINARY EXAMINATION. 
Note.—The substance must be in the state of dry powder. Make 


. 
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a careful examination of it with a pocket lens. 
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Expts. I and II 


need only be made if the substance is light in color. 


Experiment. 


I. Observe whether the 
substance darkens when 
allowed to stand in the 
light for some time. 

II. Pour a little Am,S 
upon a portion of the 
substance on a watch- 
glass. 


III. Heat some of the sub- 
stance with a little water 
and a small piece of 
KCy, filter off (keeping 
the residue), to the fil- 
trate add Am,S. 


IV. Wash the residue 
from Exp. ILI well upon 
the filter: 

a. It is white; drop Am,S 
upon it. 

b. It is dark-colored ; pour 
in a little HA, and boil 
after adding AmHO in 
excess ; filter, to the fil- 


trate add HA in excess 
and K,CrO,. 

V. Take up some of the 
substance upon a mois- 
tened loop of platinum 
wire; heat it for ashort 
time in the inner blow- 
pipe flame, then mois- 
ten with a drop of 
strong HCl, and hold in 
the outer part of a Bun- 
sen flame. 


VI. Heat in a small test- 
tube or ignition-tube, 

“then on a piece of por- 
celain or broken glass, 
or platinum foil. 

VIL Heat with strong 
H,SO, in a platinum 
crucible or leaden cup 
covered with a watch- 
glass (296). 

Or if a silicate is pres- 
ent examine a coe 
the gas into AmH0(297) 

VIIL. Fuse some of the 
substance in a bead of 
NaAmHPO, first in the 
outer then in the inner 
blowpipe flame. 


Observation. 


The color changes to violet 


or black. 


The substance blackens; 
pass on to III. 

The stibstance does not 
blacken; pass on to V, 
omitting 11 and IV, since 
Pband Ag must be absent. 

Brownish precipitate. 


The residue blackens. 


Yellow precipitate, soluble 
in KHO. 

A redidish-yellow coloration, 
dusky-green when seen 
through theindigo-prism. 

A crimson-red coloration ap- 
pearing deep-red through 
the indigo-prism. 

A yellowish-green coloration. 
[Note—If all these are 

present the colorations may 

often beseen in succession, 

Ca first, then Sr, and Ba 

last and very permanent. ]} 

Yellow sublimate forms on 
the sides of tube. 

When strongly heated the 
substance smoulders, and 
ultimately burns away. 


The glass is etched. 


Gelatinous egtaid ob- 
tained in the AmHO. 


Particles are seen eee | 
undissolved in the melte 
bead. 

Green-colored bead. 

Reddish-brown bead color- 
less when cold, and be- 
coming greenish in the 
inner flame. 


Inference. 


Presence of AgCl. 


Presence of Pb or Ag. 


Presence of AgCl. 

Confirmatory. By warm- 
ing the substance wizh 
AmHO, filtering, and 
adding excess of HNO; 
to the filtrate. a white 
precipitate will form, 
which,on being shaken 
well or heated, coagu- 
lates into flocks. 
Presence of PbSO, (or 
PbCl,). 


Presence of PbSO, (or 
PbCl,). 


‘Presence of Ca 


as sul- 


Presence of Sr | Phate- 


Presence of Ba 


Presence of S. 


Presence of C. 


Presence of F. 


Presence of F, 


Presence of SiO,. 
Presence of Cr. 


Presence of Fe. 


i 
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AcTUAL EXAMINATION OF INSOLUBLE SUBSTANCES. 


477. Mix the finely powdered substance* with three 
or four times its weight of fusion-mixture, and heat the 
mixture in a small covered porcelain crucible,f until it 
melts; keep it in fusion for at least ten minutes. Allow 
the crucible to cool, then pour some water into it, and 
allow to stand or boil until the solid mass is loosened 
from the crucible; boil this in a porcelain dish with 
distilled water, crushing the mass by pressure with a 
pestle, if it does not quickly fall to pieces. Allow the 
residue to settle, pour off the solution through a filter, 
and boil the residue with a little more water; pour off 
through the same filter, adding this filtrate to the former 
one. 

For the examination of the undissolved residue see 
(478), for the filtrate (479). 

478. Residue on the filter: wash well with boiling 
water, then make a hole in the bottom of the filter, 
wash the residue through into a test-tube by pouring 
upon it a little boiling dilute HNO, (see Note 1, foot 
of table), and boil; the residue dissolves entirely if the 
fusion has been continued sufficiently long (see Note 2). 
Filter if necessary, and add to this filtrate or solution 
HCl, filter: 


* Which, if it is found by Exp. VI, to contain free S or C, must 
first be heated strongly for some time in a porcelain crucible. 

+ If Pb and Ag have been proved to be absent by the prelimin- 
ary tests, or if they have been first removed by boiling the sub- 
stance with KCy solution, then with HA and excess of AmHO and 
washing well, a platinum crucible may be used. The use of a 
platinum crucible is preferable, since after fusing in porcelain 
small quantities of Al,O, and SiO, will always be found, being 
derived from the action of the Nu,CO, on the porcelain. 
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Precipitate | Filtrate, which must give no more precipitate with HCl, is boiled 
may con- in a porcelain di-h as long as any (1 is given off, diluted with 
a cold water, saturated with H,S, and filtered : 
2 
Examine by 
Table T | Precipitate | Filtrate, which must give no further precipitate 
(433). may con- when H,S is again passed through it, is boiled in 
tain PbS, a porcelain dish until it no longer smells of H,S; 
Sn&,. SbgS3. a little strong HNOs is then added, and the liquid 
Examine by} boiled again for several minutes (note 3); AmCl 
Table II is then added and the liquid boiled; then AmHO 
(435). is added in excess: 


Precipitate | To filtrate, add Am,S: [this will rarely 
may con- cause any precipitate, but a precipi- 
tain Fe,Ho,,| tate here is to be examined by Table 


Al,Ho,, ILL B (437) ]; then to the solution or 
Cr,Ho, filtrate add Am,COg; filter: 
Examine by 
Table IIIa 


(436). Precipitate may | Filtrate may be ex- 
contain BaCOs, amined for Mg ac- 
SrCO3, CaCQOs. cording to Table V 
Examine’ by (439), but this is 
Table LV (438). only necessary if 
SiO, is present. 


Note 1.—If Ag and Pb are known to be absent by the prelimin- 
ary experiments, HCl may be used for dissolving the residue and 
is preferable; if effervescence is produced by tbese acids the pres- 
ence of an alkaline earth is proved. 

Note 2.—A residue here may consist of chrome iron ore; this 
may be dissolved by heating with HNO, and KCIO,, and the solu- 
tion tested by the General Table, when Cr and Fe will be found. 

Note 3.—It is best to evaporate this solution quite to dryness, 
using a water-bath towards the end if the substance spirts. This 
is always necessary if SiO, is present in the substance, since it is 
sometimes obtained in the acid solution, and is by this means at 
once separated. 


479. Aqueous Solution of the Fused Mass.—Divide 
into two parts, A and B. 

A. Add HCl until the liquid is distinctly acid, and 
evaporate in a porcelain dish to dryness, finishing the 
process on a water-bath if necessary to avoid spirting ; 
then continue to heat the dish gently until the residue 
is quite dry; pour in a little strong HCl and warm, 
dilute and heat again; an insoluble residue shows pres- 
ence of SiO,. 

Filter, and examine the filtrate by the General Table 
(419) more particularly for Al, but other bases should 


-_ 
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also be tested for, which being soluble in alkalies pass 
into this solution, such as Cr, Mn, Zn, Sn. 
B. Test separate portions for the following acid radicles 
as described below : ; 
1. (Cl)’: Acidify with HNO, and add AgNO,, white 
precipitate easily soluble in AmHO. 
2. (SO,)’"’: Acidify with HCl and add BaCl,, white 
precipitate insoluble on boiling. 


Note.—Unless the fusion mixture employed was free from NaCl 
and Na,SQ,, tests 1 or 2 are worthless. 


3. (CrO,)’: Acidify with HA and add PbA,, yellow 
precipitate ; a chromate is seen also by the yellow 
color of the solution. Cr thus detected may have 
been present acting as a metal or as a constituent 
of an acid radicle. 

4, (PO,)'"’: Acidify with HNO,, add a few drops to 
AmHMo0O, solution, and warm gently. A yel- 
low precipitate forms, often only after a time, or 
on gently heating. If As has been found on 
passing H,S into the hot HCl solution (PO,)/”’ 
must be tested for in a portion of the filtrate after 
boiling off H,S, else the above yellow precipitate 
may be due to (AsO,)’”’. 

5. (#)’. Add HCl in excess to a part of the solution, 
stir well, and let stand until the CO, has escaped, 
then add AmHO in excess, then CaCl, as long as 
it produces any precipitate, and let stand for a 
time; filter off, dry the precipitate and examine 
it for F by pouring strong H,SO, upon it in a 
platinum crucible covered with a watch glass 
(296). 


ANALYSIS OF SILICATES. 
480. The presence of silica'is shown by Exp. VIIT 


in the preliminary examination of insoluble substances 
(476); when it has been found it becomes necessary to 
examine for all metals, since many silicates which are 
soluble when alone, become insoluble when mixed or 
combined with insoluble silicates. 
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The ordinary analytical course requires but slight 
modification to adapt it to the examination of silicates. 
Many silicates are entirely decomposed by heating with 
strong HCl for some time just short of boiling; if this 
decomposition has been effected, only a colorless residue 
of silicic acid will remain, which when filtered off is 
completely dissolved by heating it with Na,CO, solution. 

If the silicate is not completely decomposed by hot 
strong HCl, some of it must be fused with fusion mix- 
ture as directed in (477), and the cool residue boiled 
with water; the solution and residue are then examined 
by (478) and (479), remembering however that all metals 
may be present. 

481. Since Na and K cannot be tested for in the solu- 
tion obtained after fusion, a separate portion must be 
examined for K and Na by one of the following pro- 
cesses : 

I. Evaporate the powdered substance several times in 
a platinum dish or crucible either with hydrofluoric acid 
and subsequently with strong H,SO,, or with five times 
its weight of calcium fluoride mixed into a paste with 
strong H,SO,, in either case heating finally until no 
more white fumes are evolved. Boil the cool residue 
with water, add BaCl, solution as long as it causes any 
precipitate, then add AmHO in excess and Am,CO, as 
long as it causes any precipitate, filter and examine the 
filtrate for K and Na as directed under Table V (439). 

II. Mix the powdered substance intimately with four 
times its weight of barium hydrate, and heat strongly in 
a platinum crucible for about half an hour; dissolve the 
cool mass in dilute HCl, add AmHO in excess and then 
Am,CO, in excess, filter, rejecting the precipitate ; evap- 
orate the filtrate to dryness, ignite the residue, then 
boil it with water; add a little HCI to the solution and 
test for K and Na as under Table V (439). 


482. ANALYSIS OF SUBSTANCES CONTAINING 
CYANOGEN. 


Ifa small quantity of the substance to be analyzed, 
when examined by (304) or (306), is found to contain 
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cyanogen, the usual course of analysis must be some- 
what modified, since the presence of cyanogen would 
produce confusing results. The cyanogen may be pres- 
ent as a cyanide, sulphocyanide, ferrocyanide, ferri- 
cyanide, or cobalticyanide, rarely as a manganocyanide 
or chromicyanide. Since the method to be adopted 
when a cyanide or sulphocyanide only is present, is 
much more simple than that rendered necessary by the 
presence of the other cyanogen compounds above men- 
tioned, it is advisable first to ascertain in what form the 
cyanogen occurs, by the following preliminary experi- 
ments made on a small portion of the substance; ac- 
cording to the results yielded by these experiments the 
further examination of the substance is made by method 
I (484), or by Method II (485). 


PRELIMINARY EXAMINATION, 


483. Boil a portion of the substance for several min- 
utes with KHO solution, then add some Na,CO, solu- 
tion as long as it causes any precipitate, and boil again 
for several minutes; filter, make the cold filtrate just 
acid with HCl, filter if necessary, and to separate por- 
tions add: 


Reagent added. Result. Inference. 
1. FeSO, solution eG § Blue precipitate . ree (FeCy, iv 
rh A 
(white precipitate. ei _presence of 
OCY,;'a¥t. 
2. FeCl, solution . 3 { Blue precipitate. Presence of (FeCy,)iv. 
Blood-red coloration| Presence of (CyS). 


3. ZnSO, solution aslongas eenate our me Presence of (FeCy,)s"i. 
cree stee | sebin dammed 6h pT precipitate .| Presence of (FeCy,)iv 
Confy.—-Filter off the pre- (Cc 


) ‘oC yg avi. 
cipitate, add ZnSO, solu- 
tion to the filtrate, and if | 
it causes any precipitate, 
pour again through the fil- | | A blue bead is pro- Presence of (CoCy, "i. 
ter, repeating this process duced 
until no further precipitate 
is produced by ZnSQ,. Fuse | 
some of the precipitate in 
aclear borax bead .  .1|J 
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If these preliminary tests show the presence of 
(FeCy,)", (FeCy,).", (CoCy,)," one or more, examine 
the remainder of the substance by Method II (485). If 
the absence of these acid radicles is indicated by not 
obtaining the results in the 2d column which indicate 
their presence proceed according to Method I (484). 

If none of the above acid radicles are found in the 
preliminary experiments, the only modification requisite 
in the ordinary analytical course is to expel HCy by 
boiling after adding HCl in preparing the solution (383), 
_or in testing for Group I (419). 

484. Mreruop I.—If (CyS)’ is present, boil the por- 
tion of the substance which is tou be examined for metals 
with strong HNO, for some time, dilute a little and boil 
again. If any residue remains decant the solution and 
proceed to endeavor to dissolve the residue as directed 
at the end of (420), any undissolved residue being then 
examined according to (475 et seq.). The HNO, solu- 
tion is evaporated nearly to dryness and examined by 

419). 
: Another portion of the substance is examined for acid 
radicles in the usual way. 

485. Mrrnop I].—(Fresenius.) Boil the substance 
with water, filter, and wash the residue with boiling 
water, adding the washings to the filtrate : 
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486. The advantage of employing this somewhat com- 
plicated and tedious method of Fresenius is that it usu- 
ally enables the analyst to ascertain whether Fe, Co, 
(Mn, Cr), when present, form a part of a complex cyano- 
gen acid radicle or simply act as metals combined with 
acid radicles. For if Fe, Co, Mn, Cr, are found in the 
residue left after boiling with KHO and Na,CO,, they 
were present in the latter form, if found in the alkaline 
filtrate they were present as cyanogen acid radicles; if 
they were detected as cyanogen acid radicles in the aq ue- 
ous solution they were entirely present in that solution 
in that form, although they will also be detected in the 
examination for metallic acid radicles; if they were de- 
tected only as metallic radicles and not as cyanogen acid 
radicles, they were present as metallic radicles in the 
aqueous solution. 

487. The following two processes have been proposed 
for removing cyanogen from a substance before analysis, 
after which the substance may be examined for metals 
in the usual way (382 et seq.); but these methods, though 
much more easy and rapid, are less perfect than the pre- 
ceding ones, since Fe, Co, Mn, Cr, if detected, may have 
been present either as cyanogen acid radicles, or as 
metals united with an acid radicle, or in both forms. 

1. Pour upon the powdered substance strong H,SO, 
in a porcelain crucible, evaporate to dryness and ignite 
the residue strongly; when cold dissolve it by heating 
with a little strong HCl, adding water and heating 
pan (Rose.) 

2. “Cyanogen compounds are best destroyed by fusion 
‘in a porcelain crucible with 3 or 4 times their weight of 
a mixture of 3 parts of Am,SO, and 1 part of AmNO,.” 
The residue left in the crucible is dissolved and ex- 
amined for metals in the usual way. 


296. 


EXAMPLE OF ENTRY. 


7 


[488. 


EXAMPLE SHOWING HOW TO ENTER THE RE- 
SULTS OF ANALYSIS OF A COMPLEX SUB- 


STANCE, 


The substance given for analysis consisted of a pow- 
der containing pink, blue, white, and black particles. It 
smelt faintly of ammonia. 


488. PRELIMINARY EXAMINATION FOR METAIS. 


Experiment. 


EXPERIMENT I.—Heated in 
a small dry test-tube. 


Confy-—Held in the upper 
part of the tube a glass 
rod, with a drop of lime- 
water hanging on its end. 


Conf y.—Boiled a portion of 
the substance with KHO 
solution. 


Confy.— Heated strongly 
another portion of the 
dried substance with 
NagCO, in a bulb-tube. 


EXPERIMENT II.—Heated a 
portion of the substance 
on a loop of platinum 
wire in the Bunsen flame 
moistened with HCl, and 
heated again in the 
flame. 

Heated for some time in 
the tip of the inner blow- 
pipe flame, moistened 
with HCl, and again held 
in the Bunsen flame. 


Observation. 


Water given off which 
turn red litmus- 
paper blue. 

Strong smell of NH; gas. 

Substance blackened, no 
smell of burning. 


Slight white sublimate. 

The lime-water became 
milky. 

Brown nitrous fumes 
evolved, recognized by 
their smell. 

Cl gas evolved ; found by 
smell and bleaching 
litmus. 

NH, gas was evolved; 
recognized by its smell, 
and by giving white 
fumes with strong HCl. 

No mirror formed. 


Inference. 


Pres. of NH,. 
Pres. of NH, ’ 
Prob. pres. of Co, Cu, 


and abs, of ‘T and A. 
Pres. of As, NH, or Hg. 


* 


Co, evolved. 
Pres. of nitrate. 


Pres. of Cl. 


Pres. of NH,. 
Abs. of Hg. and As. 


Bright-yellow flame. 

The flame ne ce ure 
ple through the indigo- 
prism. 


Crimson cols, appearing 
intense red through the 
indigo-prism. 

Bright green cols, with 
biwe core. 


Pres. of Na. 


Pres. of K. 


Pres. of Sr. 
Pres. of Cu. 


Experiment. 


EXPERIMENT III.—Heated 
| a portion of the sub- 
stance on charcoal in the 
inner blowpipe flame. 


Confy-— Fused in a clear 
borax bead in the outer 
and inner  blowpipe 
flames. 


Confy—Fused on platinum 
foil with Na,CO,; and 
KNO3. 


Confy—F used on charcoal 
in the inner blowpipe 
flame with Na,CO3. 


Experiment. 


EXPERIMENT I.—Added di- 
lute HCl without heat- 


ing. 


Heated to boiling. 


EXPERIMENT II. — Added 
strong H,S0,. 


Heated strongly, cooled, 
and rinsed out. 


Confy-—Dropped in copper 


turnings and heated. 


Confy.—Boiled a portion of 
the substance with water, 
added strong H,S0,, cool- 
ed, and poured in FeSO, 
solution carefully. 


EXAMPLE OF ENTRY. 


Observation. 


The greater part of the 
substance fused read- 
ily, and was absorbed 
by the charcoal. 

Deflagration occurred. 


A red metallic residue re- 
mained. 

In the outer flame a 
bead green whilst hot; 
blue when cold. 

In the inner flame red 
and nearly opaque. 

No bluish-green or yellow 
mass On cooling. 


Red metallic residue. 

A portion, placed on asil- 
ver coin and moisten- 
ed, gave no black stain. 


RADICLES. 


Observation. 


A colorless gas was 
evolved, which was free 
from smell, and turned 
a drop of lime-water 
milky. 

Cl was evolved, recog- 
nized by its smell, and 
by bleaching moist lit- 
mus-paper. 


A bright yellow chlorous 
gas evolved, which 
erackled when warmed. 

The tube when dry was 
seen not to be etched. 


Reddish-brown 
evolved. 


fumes 


A brown ring formed on 
the surface of the acid. 
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Inference. 


Pres. of alkali salt. 
Pres. of chlorate, ni- 
trate. 


Pres. of Cu. 


Pres. of Cu. 


Abs. of Mn and Cr. 


Pres. of Cu. 


Abs. of 8. 
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Inference. 


Pres. of carbonate. 
Abs. of sulphite, hypo- 
chlorite, ete. 


Pres. of nitrate, chlo- 
rate, or some other 
oxidizing substance. 


Pres. of chlorate. 
Abs. of fluoride. 


Pres. of nitrate. 


Pres. of nitrate. 
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490. EXAMINATION FOR METALS IN THE WET Way. 


Boiled a portion of the substance with Fe,Cl,, FeSO,, 
and KHO, added HCl in excess, no blue pp.—Absence 
o) . 


Prodesded to dissolve the substance and examine the 
solution by the General Table. (See pp. 230, 250.) 


Boiled a portion of the substance with water; as it 
did not completely dissolve, the sol”: was decanted, and 
a little dilute HCl poured upon the undissolved residue: 
effervescence occurred, and on boiling Cl was smelt. 
Added a little strong HCl, boiled as long as any smell 
of Cl was perceived ; the substance was completely dis- 
solved. Cooled this sol” and mixed it with the water 
sol": which had been proved previously to give no pp. 
on addition of a little dilute HNO, : 


No pp. was Diluted with water and passed H,S until the liquid smelt strongly | 

formed. of the gas, filtered: , | 

Abs. of Group I. 
Hg’, Ag, and | 

prob. Pb. A black pp. | Filtrate which gave no further pp. with H,S was pink | 

Examd, by | (prob. pres. of Co.). : q 

Table II. | Boiled until it no longer smelt of HaS, added some | 

strong HNO sand boiled to dryness (the color of the 

soln, changed to light-brown on addition of HNO; | 

prob. pres. of Fe), warmed the residue with HCI, it dis- | 

solved completely (Abs. of H,SiO3) Toa small por- | 

tion of the HC] sols. added AmHMoQ, and warmed; 

no pp.: Absence of (HO,)’". To the remr- added AmC] | | 

then excess of AmHO, and boiled; filtered: | 


A brown pp, | Filtrate was again pink (presence of Cv): | 
Exam hy added much Am,$ and boiled, filtered: | 
able LIT. ; 


A black pp. | Filtrate was yellow (Absence | 
Exanit. b of Ni): added Am,COsg, fil- 
Table II tered: 
B. ! 

A white Pp. Filtrate. 

Examd by | Examd by | 

Table IV. Table V. | 
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491. Exam™ or pp. IN Group II.—Removed from 
the filter into a porcelain dish and boiled with KHO, 
filtered : 


Filtrate : Pp. removed from ji/ter by a knife-blade into a porcelain dish and 

Acidified| boiled with strong HNOg,as long as any red fumes came off, 
with HCl,a|} added dilute H,SO, and stirred well: 
white milky 
wagon ig 

a. @ Nopp: | Added to sol". excess of AmMHO: 
Group ITB.) Abs. of Hg 
and Pb. 


ee eS Oe 


No. pp.: | Acidified the sol=. with HCl and satu- 
Abs. of Bi.| rated with H,S; filtered off the black 
pp: ely and boiled it with dilute 

20,: 


ae ee 


ie dissolved ina | Filtrate: diluted 
ittle boiling di- | much and passed 
lute HNO, added | 4H,S, no pp.: 
AmHO in excess, Abs. of Cd. 
then excess of H 
A, then K,FeCy,, 
chocolate-red pp.: 
Pres. of Cu. 


EXAM” oF pp. IN Group III A. 


Dissolved in a little boiling dilute HCl, added pure 
NaHO in excess, boiled and filtered : 


Filtrate: added | Pp.: dried and fused on platinum foil with Na,CO, and 
HCl gradually | KNOs, boiled the colorless (abs. of Cr) mass when cold with 
till the liquid | water: decanted from the undissolved residue: 
oe ons Lo 
no Hoy then 


AmHO in ex-| Residue in the dish dissolved | Sol. being colorless proved 
cess: DO pp : by boiling with a little HCl, | abs. of Cr. ae 
Abs. of Al. added s several drops of KCyS: | Acidified with HA, boiled, 
a blood-red coloration : - i 
hao = at PbAg, no yel 
Abs. of Cr. 


ExAmM™ oF pp. IN Group III s. 


_ _ Rinsed the pp. off the filter with some cold dilute 
_ HCI, stirred well, filtered : 


Pp. was black and had | Fi/irate: boiled until it no at bd smelt of H,S, 
already been proved to |. added a crystal of KC1Qsg, boiled until the smell of 
contain no Ni: fused a| Cl ceased, added pure NaHO in excess: 
portion into a clear bo- 
rax bead: bead blue in 


both flames: No pp. Passed H,S into the sol. no pp.: 
Pres. of Co. Abs. of Mn. Abs. of Zn. 
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EXAM™ OF PP. IN Group IV. 


1. Exam” by Flame-col".—Dissolved a small quantity 
of the pp. in a few drops of HCl upon a watch-glass, 
dipped a loop of platinum wire into the sol” and held 
it in the Bunsen flame: a crimson-red color was imparted 
to the flame, which appeared intense red through the 
indigo-prism: Pres. of Sr. This coloration was fol- 
lowed by a yellowish-green, very persistent, col” ; Pres- 
ence of Ba. 

2. Exam” in the Wet Way.—Dissolved the rest of the 
pp. in as little boiling HA as possible; to a small part 
of the solution, perfectly cool, added CaSO, sol"; an 
immediate pp. formed: Pres. of Ba. 

To the remainder of the HA sol” (proved to be acid 
to litmus) added K,CrO, until the liquid appeared yel- 
low, warmed and poured through a double filter : 


Pp., which | To the clear ji/trate (which was orange red in color) added AmHO 
contained | until the color changed to light yellow, then added Am,CO, in 
allthe Ba| excess and filtered : 
present, 
was re- 


jected. | Fittrate was | Pp.: dissolved in as little boiling HA as possible; 


rejected. added to a small portion of the soln. CaSO, soln. and 
boiled, a pp. formed, showing pres. of Sr. To the 


remainder of the HA solution added H,SO,, boiled, 
filtered, and to the filtrate (which gave no pp. after 
being boiled with more H,SO,) added AmHO in ex- 
cess and Am,C,0,, no pp.: 

Abs. of Ca. 


EXAM" oF FILTRATE FROM GENERAL TABLE FOR 
Group V. 


Evaporated the filtrate to dryness in a porcelain dish, 
scraped out the residue upon platinum foil, and ignited 
strongly until white fumes ceased to appear: dissolved 
the residue off the foil by boiling with water to which 
several drops of HCl had been added, divided the sol” 
into two unequal parts: 


: 
= 
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To the larger portion added several | Into the smaller portion dipped a loop of 
drops of H,SO,, then AmHO in ex-| platinum-wire, and held itin the Bun- 
cess and several drops of Amg(,,, | sen flame, an intense yellow cols.: 
on heating a shght pp. formed ; fil- 
tered, and added to the clear filtrate Pres. of Na, 


Na,HPO, a white crystalline pp. : appearing violet through the indigo- 
es. of Mg. prism: 
Pres. of EK. 


Confirmed the pres. of K by stirring a 
fresh portion of the sola. with PtC), 
on a watch-glass, a yellow pp.: 


Pres. of K. 


Metals found: Cu, Fe, Co, Ba, Sr, Mg, Na, K, NH,. 


492. Exams. For AciD RADICLEs. 
The following acid radicles have already been de- 


tected: (CO,)’’, (NO,)’, (C1O,)’. 

By reference to the table of solubilities (455), under . 
the columns corresponding to the above metals, the only 
salt insoluble in acids is found to be BaSO,; since Ba is 
present, and the substance is entirely soluble in acids 
(SO,) is absent. 

The following acid radicles have also been proved to 
be absent in the general examination for metals: 

(CrO,)’’, by the HCl solution not becoming green on 
passing HS. 

(AsO,)/”” and (AsO,)’”’, by no pp. forming in Group 
II z. 

(SiO,)’” and (Sif’,)’’, by no residue insol.in HCl re- 
maining on evaporating to dryness with HCl for Group 
III a. 

(PO,)’”’, by testing with AmHMoQ, in the HCl sol” 
for Group III a. 


The organic acid radicles A and T are absent, since 
there was no smell of burning on heating the substance. 
The only commonly occurring acid radicles remaining 
to be specially tested for are therefore Cl, Br, I (C,O,)”, 
and (BO,)’’’; and of these Brand I are probably absent, 


14 
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since no violet fumes of I or brown fumes of Br were 
evolved with strong H,SO,. 


Boiled a portion of the substance with pure Na,CO, 
sol”., and filtered ; acidified portions of the filtrate with— 


HNO,. | HA. 


Added Ag NO,, a perfectly white | Added CaSO, no pp.: 
pp-, easily sol. in AmHO: Abs. of (C,0,)’ 
Pres. of Cl. git 


Moistened a piece of turmeric-paper with HCl sol. of the sub- 
stance, and dried at 100°; no brown stain produced : 


Abs. of (BO,)’’’. 


Metallic radicles: Cu, Fe, Co, Ba, Sr, 
493. Found Mg, Na, K, NH,. 
Acid radicles : CO, NO,, ClO,, Cl. 
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SECTION VII. 


APPARATUS, REAGENTS, ETC., REQUIRED FOR 
THE FOREGOING COURSE. 


LIST OF APPARATUS REQUIRED BY EACH 
STUDENT. 


494. The following list is so arranged that: 

Division I contains all apparatus which is required 
only for the experiments given in Section I 

Division IT is apparatus required both for Section I 
and for the Sections on Analysis. 

Division III is apparatus used only in analysis. 

Hence a student intending only to perform the ex- 
periments in Section I will require the apparatus in Di- 
visions I and II. If he is omitting this portion, and 
intends only to work through the Sections on Analysis, 
he must be furnished with the apparatus in Divisions 
II and III, and will not require that in Division I. 

Note.—Apparatus contained in large brackets [ ] is useful, but 
not indispensable. 


Diviston I. (See also the note at the end of this list.) 
1 wide-mouthed, stoppered, white-glass gas jar ; about 
24 oz. capacity, and 2 inches inside across the 
neck, whose upper edge should be ground so as 

to be closed with a ground-glass plate. 

1 small flanged cylinder, 6 inches in height, 14 inches 
internal diameter, ground at the edge. 

1 deflagrating spoon, brass cap 24 inches across. 

1 small two-necked Woulffe’s bottle, not less than 
4 oz. capacity ; or a small wide-necked bottle of 
not less capacity. 

1 small retort, best tubulated with stopper, about | 
to 6 02. capacity. 


804 LIST OF APPARATUS. [494. 


Drviston II. 


6 test-tubes, 5 or 6 inches long and from 4 to ? inch 
in diameter. 

1 test-tube cleaner. 

2 lengths of hard glass tubing, rather more than $th 
inch internal diameter. 

1 thistle funnel. 

[1 clock-glass, about 4 inches across. ] 

2 round ground-glass plates, 3 inches across. 

2 porcelain dishes, one 24 inches across, one 3 inches 
across. 

3 watch-glasses, about 2 inches across. 

2 small flasks, about 4 oz. capacity. 

Red or black india-rubber tubing ;* 1 piece 18 inches 
long and ;°,th inch internal diameter, 1 piece 6 
inches long and ;’,th inch internal diameter. 

1 Bunsen burner* with separate rose-top. 

1 small pestle and mortar. 

1 iron tripod stand. 

1 piece of wire gauze, 5 inches square. 

1 round file. 

1 triangular file. 

1 small set of cork-borers. 

1 small retort-stand, 12 inches in height, and fitted 
with 3 brass rings. 


Drviston III. 


4 glass funnels, two 2 inches across at the top, two 2 
inches across at the top. 

2 tobacco-pipe cleaners, for cleaning glass tubes. 

2 boiling tubes, 6 or 7 inches long, from 1} to 14 
inches across. 

1 test-tube stand with at least 12 holes. 

1 nest of 3 or 4 small-sized beakers. 

1 length of glass rod. 


* The Bunsen burner and gas-tubing may be fixtures on each 
working bench, and will not then be required for each student. 
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1 small porcelain crucible about 14 inch across, and 
lid. 
1 strip of platinum foil, 2 inches by 1 inch. 
2 pieces of platinum wire,* each 1} to 2 inches long. 
~1 Black’s blowpipe. 
1 pipeclay triangle, 2 inches in the side. 
1 pair of brass crucible tongs. 
*1 large flask for wash-bottle, 18 oz. capacity and from 
1 to 1} inch across the neck. 
1 wooden filtering-stand. 
1 tin filter-dryer. 
1 small wicker basket for draining test-tubes and 
other glass and porcelain apparatus after they 
have been washed. 


Little toilet-baskets, 12 inches in length by 54 and 4% inches 
high, serve well. 


Note.—For the experiments with gases the student will also require: 
A pneumatic trough, or earthenware pan as a substitute for it 
(see Note, p. 20). 
A small piece of candle. 
A wax taper, or slips of wood. 
A few sound corks of such a size as to fit test-tubes or small flasks. 


\ 


Caution.—In a laboratory where many students are 
working, it is best to mark at once each piece of appa- 
ratus with initials, number, or with some private mark, 
so as to be able to recognize it if mislaid. Glass, metal, 
or porcelain apparatus may be notched with the edge of 
the three-cornered file, or characters may be scratched 
upon it with the sharp points made by breaking off the 
tip of a three-cornered file. Wooden apparatus can be 
written upon with pen and ink, or scratched with the 
tip of a penknife. 


* Platinum wire containing Ba is not uncommon in commerce ; 
it is known by giving a persistent green color to the Bunsen flame, 
and is useless for flame colorations. 
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APPARATUS FOR GENERAL USE. 


495. The following apparatus need not be purchased 
by each student, but should be kept in constant readi- 
ness for general use: 

496. An Indigo-prism.—A_ hollow glass-prism hay- 
ing an extremely small angle at its extremity, with 
ground-glass stopper fitting water-tight into the neck, 
is purchased ; this is to be very nearly filled with solu- 
tion of indigo, and the stopper then tied in securely with 
fine copper wire. The indigo solution is made by di- 
luting a solution of indigo in strong sulphuric acid with 
water, in a thin glass beaker or a porcelain dish, until 
it has the required intensity of color ;* the liquid is 
then allowed to stand for several days to give time for 
a sediment to form and settle completely, and when quite 
clear is decanted into the prism. In the thicker part of 
the prism the blue must be so intense as to arrest the 
passage of the light from a flame colored yellow with a 
sodium compound, and to cause the potassium-flame 
coloration to appear red. 

497. Several small Slips of Cobalt Glass.—This glass 
is used for the same purpose as the indigo-prism, but 
the prism is to be preferred more especially for the ex- 
amination for Sr. : 

498. Set of Cork-borers.—These are used for perfo- 
rating a cork into which a piece of glass tubing has to 
be inserted. Nests of borers, containing three or four 
small sizes, will be sufficient. . 

499. Sulphuretted-hydrogen Apparatus.—It is highly 
advisable to employ a large apparatus which will supply 
the gas to all who are working in the laboratory. The 
use of a small private apparatus by each student, not 
only causes unnecessary. waste of materials and time, 
but vitiates the air of the laboratory whilst it is being 
washed out. 

Many forms of apparatus have been devised to sup- 
ply the gas in a constant stream; probably the follow- 


* The addition of the indigo solution to 10 times its measure of 
water will usually give the required shade. 
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ing, the simplicity, efficiency, and cheapness of which 
render it very satisfactory, will be found the most gen- 
erally useful : 


Fie. 89, 


_ 


[ 1 # 
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Note.—The level of the liquids in the vessels is shown by dotted 
lines; the vessel A when lowered from its stand is also shown in 
dotted outline. The whole is drawn in section. 

500. Sulphuretted-hydrogen Apparatus.—Two large 
bottles, A and B, with wide necks and tubulures near 
the bottom, and of at least two quarts capacity, are fitted 
as shown in section in Figure 39.* India-rubber stop- 
pers should be used instead of corks, as the latter soon 
become sodden with acid and rotten, and also lose their 
elasticity and permit leakage. Into B (after laying it 
upon its side to prevent breaking the bottom) is placed 
a quantity of small pebbles or broken glass, sufficient to 
form a layer about half an inch deep; upon this is dropped 
the ferrous sulphide in lumps; the cork is then inserted 
the clamp at E being closed. The glass tube fixed in the 
lower tubulure of B should be bent downwards, so that 
its end nearly touches the bottom of the vessel. This 


* This apparatus may be purchased completely fitted from 
Messrs. Mottershead of Manchester and from most apparatus 
sellers. 
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drains the acid out of B to the lowest possible level 
when A is lowered. Strong commercial hydrochloric 
acid* is poured into A, then an equal bulk of water is 
added, and the liquids are well mixed by shaking the 
vessel. 

When the gas is required, the vessel A is raised by 
being placed on a stand of suitable height, the acid runs 
into B, generates the gas by acting on the ferrous sul- 
phide, and by the pressure of the liquid in A this gas is 
forced through a little water in the washing-bottle C, 
and thence through a bent tube at D into the liquid 
which is to be saturated with sulphuretted hydrogen. 

When the flow of the gas is to be stopped a small 
screw-clamp on the india-rubber joint at E is tightened ; 
by proper management of this screw-clamp the stream 
of gas can be either totally arrested or controlled to any 
required extent; this clamp must always be so regu- 
lated as to permit of as little waste of gas as possible 
whilst using the apparatus. 

During working hours the vessel A should be kept 
raised, as shown in the figure; when laboratory work 
ceases it should be lowered to the position shown in 
dotted outline. The vessel B is always kept slightly 
raised by being placed on a wooden block or some 
bricks, so as to encourage the flow of the last portions of 
acid out of it into A when A is lowered. When the 
acid is spent, it is easily poured out of A and replaced 
by fresh; lumps of ferrous sulphide are added as re- 
quired through the neck of B. The removal of the 
spent acid and the cleansing of the apparatus should be 
performed in the open air, or at a sink in a cupboard 
provided with a good draught. 

The neck of A should be kept stopped with a cork 
carrying a bent funnel whose bend is filled with oil or 
glycerin ; this lessens the escape of gas dissolved in the 
acid, and tends to prevent the apparatus from causing a 


* H,SO, does not answer for this purpose as well as HCl, since 
FeSO, is apt to crystallize in the apparatus, impeding or prevent- 
ing the action of the acid and its flow through the connecting- 
tube. 
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smell. If several students require to use the gas at the 
same time, the broad stopper of B is perforated and 
fitted with additional tubes and wash-bottles, or a system 
of distributing pipes or T-pieces connected with the 
tube from the cork in B may be employed. 


An apparatus for private use may be fitted as shown in Fig. 40. 
The larger bottle contains pieces of ferrous sulphide upon which 
HCl, diluted with an equal measure of 
water, is poured through the thistle- Fic. 40. 
funnel: the gas bubbles through a little 
water in the smaller bottle, and thence 
into the solution required to be satu- 
rated 

The sulphuretted hydrogen ap- 
paratus should stand in a cup- 
board with a glass front and small 
doors: the cupboard must be fur- 
nished with a flue in which a 
strong draught is created by an 
argand or ring gas-burner, made 
of fireclay or steatite and not of metal; if the cupboard 
doors are kept closed as much as possible, and students 
when using the gas are careful to avoid allowing its un- 
necessary escape, the atmosphere of the laboratory may 
be kept tolerably free from this badly smelling gas. The 
cupboard should have within it a drain into which are 
emptied the spent acid and washings of the apparatus. 

500 a. Passing Sulphuretted Hydrogen into a Liquid.— 
Each student must keep a bent glass tube (D, Figs. 39 
and 40), made according to the directions in par. 9: 
when the gas has to be passed into a liquid, the shorter 
end of this tube is fitted into the india-rubber joint E, 
and the other end is passed to the bottom of the liquid ; 
on slightly opening the clamp E, a stream of the gas will 
bubble up through the liquid and may be regulated by the 
clamp; when the gas has passed for about five minutes 
the liquid will generally be saturated ; if this is the case 
it will smell of the gas strongly after the air above the 
liquid has been blown out of the vessel and the vessel 
has been well shaken. Great care must be taken to close 
the clamp at E completely when the gas is stopped. 


14* 
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The tube D must be thoroughly cleansed after use, em- 
ploying a tobacco-pipe cleaner if necessary for its inside. 

501. A small Agate Pestle and Mortar (Fig. 32, p. 72). 
—This is required for powdering very hard substances, 
more particularly minerals. The substance must have 
been already broken into small fragments, and these are 


then crushed to powder by pressure and “ trituration,’* - 


until a powder is produced in which no particles or 
grains are felt when it is pressed or rubbed with the 
pestle or the finger; such a powder is commonly termed 
an “impalpable powder.” 

Caution.—On no account must a substance be broken by placing 
it in the mortar and striking it blows with the pestle, as this is 
very liable to cause the fracture of the mortar. 

502. Several small Leaden Cups or a Platinum Crucible 
should be kept in readiness for testing F by paragraph 
(295) or (296). The leaden cups are easily made by 
beating out thick sheet-lead into the required shape, the 
mouth being of such a size as to be readily covered by a 
watch-glass; the small leaden inkpots often employed 
in school-desks serve well for this purpose. 

503. A Steam-oven.—This is a small oven of sheet- 


copper, heated to the temperature of boiling water 
(100° C.) by water contained in the space between the 


* Rubbing round and round under the pestle. 
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exterior of the oven and a copper casing which surrounds 
it (Fig. 41): the outer casing often has a circular open- 
ing cut in the top, covered by a lid when not in use, 
which serves as a water-bath (504). The level of water 
in the jacket is maintained constant by a little contri- 
vance shown in section at ¢: a small reservoir com- 
municating by a lateral tube with the space between the 
oven and its jacket is constantly replenished by water 
which drops into it from the supply-tube (d), the over- 
flow of this reservoir is a tube rising in its centre whose 
end terminates inside above the level of the lateral tube. 
The outlet for steam(f) may be turned downwards, so 
that any water formed by the condensation of the steam 
drops into the reservoir(c\, or it may be made to com- 
municate with the worm of the still (506), the escape 
steam being thus condensed into distilled water. Dis- 
tilled water should always be supplied to the steam oven, 
as this prevents the formation of a troublesome incrusta- 
tion in the interior; and since the above arrangement, 
which is all that can be desired when tap-water is sup- 
plied, would occasion much waste of distilled water, a 
better plan of supplying the oven is to place a vessel of 
distilled water beside the oven, and connect them with a 
siphon, having a bulb or vertical closed tube at its bend, 
to prevent the air boiled out from the water from stop- 
ping the action of the siphon. 

The steam-oven is employed to drive off the moisture 
from solid substances which require to be dried at a 
gentle heat. 

504. Several Copper Water-baths.—The water-bath 
consists of a hemispherical copper-dish with its edges 
turned over inwards; a series of flat copper rings of 
gradually diminishing diameters are made to rest upon 
the edges of the bath and upon one another’s edges, so 
' that the opening at the top can be made as small as may 
be desired. The bath is about two-thirds filled with 
water, and is heated on a tripod-stand until the water 
boils, the excess of steam escaping by a small hole made 
just below the edge of the bath: the flame should be so 
regulated that the water is kept boiling quietly. A 
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small-sized saucepan is a homely substitute for the cop- 
per water-bath. 

Any liquid requiring to be evaporated at a gentle 
heat is placed in an evaporating basin upon this bath, 
its temperature during evaporation cannot then exceed 
the temperature of boiling water (100° C.). 

The top of the water-oven is frequently made to serve 
as a water-bath, see (503). If the water-bath requires 
to be used for any considerable length of time, it may 
be supplied with water in the same way as the steam- 
oven (503), 

504 a. The following cheap and simple device serves 
the purpose of both water-bath and steam-oven on a 
small scale. Two circular plates of sheet zinc are ob- 
tained,* about four inches in diameter, so as to cover the 
larger-sized porcelain dishes used by each student; in 
one of these a circular hole concentric with the edge of 
the plate and two and three-quarters inches in diameter 
is cut, in the other a similar hole is made one and a half 
inches across. These covers when placed on one of the 
larger porcelain dishes, nearly filled with water and 
boiled by a lamp, convert it into a water-bath, a small 
dish containing the liquid to be evaporated being sup- 
ported in the hole of the plates; small quantities of 
liquid may be evaporated or solid substances may be 
dried by placing them on a watch-glass supported on the 
smaller perforated plate. 

Ina large laboratory, however, steam-ovens and water- 
baths are usually kept constantly heated by steam or 
boiling water, and are used in common by all students. 
The steam from a large water-bath may advantageously 
be condensed to distilled water by connecting the escape- 
pipe of the bath with a long tube of the still-worm. 

505, Several Small Tubulated Flasks.—The small flask 
shown in Fig. 38 (p. 149) is very convenient for the re- 
actions described in pars. 260, 264, and 273. It is per- 
haps the form of apparatus best suited for the test for a 
chloride described in (260), because the K,Cr,O, powder 
is not introduced through the same tube as the CrO,Cl, 


* Any working tinman will make them to order. 


; 
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escapes by, and the risk of the mixture in the flask 
spirting into the delivery-tube is rendered very small. 
Its neck should be closed by an india-rubber or glass 


stopper. 


DISTILLATION OF WATER. 


As has been already shown (Exp. 31, p. 37), water 
ordinarily contains certain solid substances dissolved in 
it which render it in a chemical sense impure; such 
water is therefore unfit to be employed for the processes 
of solution and washing, since any impurity thus intro- 
duced into a substance during analysis would be consid- 
ered when detected to have been present in the original 
substance. The quantity of these impurities present in 
any particular water-supply will depend upon the nature 
of the soil with which the water has been in contact pre- 
vious to its collection. The water supplied in some 
districts will be found when subjected to the test given in 
[(526) Remark 41] to be almost perfectly pure; care- 
fully collected rain-water will invariably yield no indi- 
cation of dissolved impurity ; the water supplied to the 
majority of laboratories will, however, be found to be 
unfit for analytical purposes, until it has been freed from 
the solid substances dissolved in it by being subjected to 
the process of distillation. 

In most towns distilled water can be purchased, but it 
is preferable to distil in the laboratory or its immediate 
neighborhood all the water required for use. For this 
purpose the steam obtained either from a steam-boiler or 
from a copper-still heated by a furnace or gas-burner, or 
from the water-baths and steam-ovens in the laboratory, 
is “condensed by a tin worm-pipe immersed in a tub 
through which a constant stream of cold water runs. 

506. The following constant apparatus has proved 
most serviceable in the author’s laboratory, and may be 
used wherever gas and water are laid on in a suitable 
way. Its advantage lies in the fact that the still is con- 
stantly supplied with the hottest portion of the water 
from the condenser through a lateral tube. When the 
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apparatus has been properly fitted up and the supply 
adjusted, it requires no attention whatever except light- 
ing and extinguishing the gas under the still, and turn- 
ing the water supply on and off when distillation is 
started and stopped; it is advisable occasionally to re- 
move from the interior of the still, and the supply-tube 
connecting it with the condensing vessel, the deposit 
which accumulates by evaporation of the water. 

The accompanying sketch (Fig. 42) renders a length- 
ened description of the apparatus unnecessary ; it repre- 
sents the apparatus in section. A copper-still (A) is 
heated by the flame of a large-sized Bunsen burner, or 
by a ring gas-burner, the steam passing off from the top 


Fria. 42. 


of the still through a tin tube bent into a spiral form in 
the condensing-tub (B) which is made of galvanized 
iron; from this condenser the distilled water flows into 
a large stoneware vessel (C), with a tap below from 
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which the water is drawn when required. A long 
siphon-tube (D) serves as a gauge. The condensing-tub 
(B) has three tubes let into the side facing the still ; one 
of these (d), placed about an inch above the bottom of 
the vessel, is the inlet for cold water from a cistern whose 
water-level must be higher than that maintained in A 
and B; this level is marked by the single-dotted line, 
and is kept constant by the overflow-tube e, which is 
connected with a pipe leading to a sink or drain. Just 
below this overflow-tube is a short tube (f), which is 
on a level with another (g), opening into the side of the 
still; by connecting these two tubes with an india-rubber 
joint, a supply of warm water from the upper part of the 
condenser is furnished to the still, keeping the level of 
water in it constant; a small glass jet drawn out from a 
piece of glass tubing is fitted into this connecting-tube, 
and has been found sufficient to prevent a too free cir- 
culation of water between the still and condenser. 
This still is supported on an iron ring, projecting as a 
bracket from the condenser. By having two taps in 
the inlet-tube (d), or by using two clamps on the india- 
rubber joint which connects it with the supply-pipe 
from the cistern, much time is economized, as the flow 
of water may be regulated once for all by one tap or 
clamp, the other being used only for stopping and starting 
the stream. The copper still should be furnished with 
a lid serewing upon its mouth, for convenience in re- 
moving the deposit which collects within, and into this 
lid should be fastened a brass tube carrying a screw- 
union by which the tin condensing-pipe may be fastened 
steam-tight to the still. The wooden stand for the still 
and storing jar is conveniently fitted with shelves and 
doors to serve as a cupboard. 

For tests of purity see Remark 41 (526). 

Such a copper still, 23 inches in circumference below 
and 8 inches in height, when filled to a height of 4 
inches and heated by the largest sized Bunsen burner, 
yields 2 litres of distilled water per hour. 
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RECOVERY OF THE METALS FROM SILVER AND 
PLATINUM RESIDUES. 


When AgNO, or PtCl, has been added to a solution 
the liquid is not to be thrown into the sink. 

507. Silver Residues—If AgNO, has been added to 
a liquid it must be emptied into a vessel* labelled 
“Silver Residue,” containing strong HCl which pre- 
cipitates AgCl. When the vessel is full the AgCl is 
allowed to settle, and the liquid decanted from the 
AgCl; more HCl is then poured in, and the vessel is 
again ready for use. When a sufficiently large quantity 
of AgCl has been formed, let it settle, decant off the 
liquid, and wash the precipitate well by decantation ; 
pour it upon a filter, and dry upon the filter. One of 
the two following methods may then be employed to 
obtain metallic Ag from the AgCl: 

1. Mix the AgCl with twice its weight of a mixture 
in equal proportions by weight of Na,CO, and K,CO,; 
place this in a clay crucible of such a size that the mix- 
ture only half fills it, and heat in a furnace until the 
mass becomes liquid; maintain it in a fused condition 
for about five or ten minutes, remove the crucible, and 
tap its bottom several times gently upon a brick, to cause 
the fused particles of Ag to unite. Allow the crucible 
to cool, break it up, and wash the button of Ag, which 
will be found at the bottom, until it is quite free from 
adhering salts. 

This button is then dissolved by heating it in a flask 
with pure strong HNO, previously diluted with about 
half its measure of water; the solution is evaporated to 
dryness, the residue dissolved in a little water and once 
more evaporated to complete dryness. This AgNO, is 
then dissolved in the right proportion of water to furnish 
reagent No. 48 (par. 525). 

2. A readier method for decomposing the AgCl con- 
sists in placing it in a dish with a little water acidified 


* Most conveniently a large bottle, with a funnel in its neck. 
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with dilute H,SO,, and laying upon the AgCl some strips 
of Zn free from Pb; after some hours the Ag will be 
separated as a black spongy mass. This is well washed 
by decantation with hot dilute H,SO,, and then washed 
also by decantation with boiling distilled water till free 
from the H,SO,; the Ag is dissolved in HNO, as di- 
rected in the first process, the solution evaporated to 
dryness, and the AgNO, used for preparing the reagent. 
Any residue insoluble in HNO, will be unreduced AgCl; 
this may be filtered off and added to the silver residues 
for subsequent reduction. 

508. Platinum Residues.— Liquids to which PtCl, 
has been added are poured into a vessel* labelled “ Pla- 
tinum Residues ;’ when a sufficient quantity has been 
obtained the liquid and precipitate are poured into a 
porcelain dish, evaporated to dryness, and heated strongly 
for some time; as soon as the dish is cool the residue is 
boiled with water, which is decanted, and upon the resi- 
due some solution of oxalic acid is poured ; this is evapo- 
rated to dryness and the residue strongly ignited. The 
residue of metallic Pt is once more washed with boiling 
water, and is then dissolved by heating it with HCl to 
which one-third its measure of HNO, has been added ; 
the solution is evaporated to dryness, the last part of 
the process being performed over a water-bath. HCl 
is then poured in, and it is once more evaporated to 
dryness and heated for some time on the water-bath ; 
this residue when dissolved in water forms the reagent 
No. 28 (525). 


* Conveniently a large glass bottle, with a funnel in its neck. 
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DIRECTIONS FOR PREPARATION OF REAGENTS. 


Note.—The reagents required for chemical analysis are much 
more readily obtained at the present time than they were in former 
years. They can usually be purchased in a pure state, and there- 
fore processes of preparation, which formerly of necessity occupied 
a large portion of Manuals of Practical Chemistry, are here omit-. 
ted. It will be found usually more economical to purchase pure 
chemicals than to prepare them. 

509. Many reagents are required in a dissolved or 
diluted state; it is a matter of much importance that 
these solutions should be made of a proper strength, 
and that the methods of preparing them should be as 
rapid and simple as possible. 

The-strength of the solutions is chosen somewhat 
arbitrarily ; indeed, the strength of a solution may be 
varied with advantage, according to the different pur- 
poses for which the reagent is to be employed. It is 
found, however, that practically a solution of one strength 
may usually be made to serve all analytical purposes. 
The proportions of liquid or solid to be mixed with or 
dissolved in a certain quantity of water, which are given 
hereafter, are those (or very nearly those) recommended 
in standard works on analysis. It is not intended, 
however, to assert that they are for all purposes the 
best, but merely that they are practically useful. 

510. A good and economical store-bottle for liquid 
reagents is the “ Winchester Quart” bottle, a stock of 
which generally accumulates in a laboratory, being con- 
tinually introduced filled with strong acids. The fol- 
lowing methods of filling these have been found simple 
and easy of execution, 

The process of preparing solutions divides itself natu- 
rally into the “dilution of liquids” (511), and the ‘ so- 
lution of solids” (512). 


511. Dinution or Liqurps. 

In the following lists the proportions by measure are 
stated in which the liquid and distilled water are to be 
mixed ; these preparations are roughly, but sufficiently 
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accurately, obtained by measuring with a foot-rule the 
height of the bottle outside from the bottom to the pro- 
jecting ridge at the shoulder, then dividing this height 
in the required proportions, and marking the point of 
division by a line scratched upon the bottle with a three- 
cornered file. Thus dilute HCl (No. 2, 524) is made by 
mixing strong HCl with three times its measure of water ; 
supposing, then, the measured height of the “ Win- 
chester” to the shoulder to be 8 inches, a file-mark is 
made 2 inches from the bottom, and on filling the bottle 
to this mark with strong HCl, then up to the shoulder 
with distilled water, stoppering and shaking up, a dilute 
acid of the required strength is obtained. This method 
serves for numbers 2, 3, 4, 6, and 7 (524). For the 


- preparation of No. 1, see column of remarks in the same 


paragraph. 


512. SoLtution or So.ips. 


For dissolving solids two methods are here described ; 
the former (514) is useful when the solution has to be 
rapidly prepared, the latter (515) requires less attention 
and may be used when the solution is not. required at 
once. 


513. Note.—Against each reagent prepared from a solid there 
is placed, in paragraph (524) a number, signifying the number of 
grammes (see Weights and Measures, 560 et seq.) to be dissolved in 
1 Winchester quart of water, and in all the lists will be found the 
proportion by weight of solid to water. The former number is 
obtained from the proportion stated in the next column, by con- 
sidering that an average-sized ‘* Winchester,’’ filled an inch above 
the ridge round its shoulder, holds about 2400 c.c., and since each 
c.c. (see Weights and Measures, 560 et seg.) of water weighs ap- 
proximately one gramme, we have at once the weight of water (2400 
grammes) contained in the bottle, from knowing its capacity ;* and 


* This method may also be employed when smaller quantities 
of the reagent are to be prepared. Measure the number of ec. 
required, count the number as grammes, and calculate the propor 
tion of solid required as above, 
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the weight of water being known, the weight of solid to be dis- 
solved in it is readily calculated from the proportion given. 

Thus the proper strength of AmCl solution (No. 5, 524) is 1 of 
solid AmCl dissolved in 8 of water, as shown in the fifth column, 
or a given weight of water must have dissolved in it {th its 
weight of AmCl; since a ‘* Winchester’’ holds 2400 grammes of 
water, we must then dissolve 249° — 300 grammes of AmCl in it, 
to obtain a solution of proper strength. 


514. Weigh out the required quantity of the solid 
substance, dissolve by heating it with distilled water in 
a large-sized porcelain dish placed on a tripod-stand 
over a rose-burner ; this solution would often erystallize 
on cooling, hence it should be at once poured into some 
cold distilled water contained in a large beaker marked 
to show the quantity of liquid required to fill the “ Win- 
chester.” Whilst pouring off the liquid press a wet- 
glass rod, held vertically, against the lip of the dish, 
and let the bottom of the dish touch the inside of the 
top of the beaker. These precautions will, with proper 
care, prevent the liquid from running down outside the 
beaker. Dilute this up to the “ Winchester” mark with 
distilled water, stir well, and if turbid let stand covered 
from dust until clear; then pour off into the store-bottle, 
carefully leaving the sediment behind. If the liquid is 
wanted in haste, it may be filtered into the bottle. The 
coarse brown French filter-paper is useful for this pur- 
pose, being strong and porous. It is best to filter the 
liquid before diluting it to the full extent, as the quan- 
tity to be passed through the filter is thus lessened and 
time economized. 

The above method is of general application in the 
solution of solids. 

515. I1.—The following liquid is advantageous, be- 
cause the process of solution once started proceeds con- 
tinuously without further attention. It depends on the 
fact that the specific gravity of water becomes higher the 
greater the quantity of solid dissolved in it; hence if 
the solid is immersed in the water, and supported near 
the surface, a circulation of the liquid is produced by 
the constant sinking of the water which has been in 
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contact with the solid and by dissolving some of it has 
increased in specific gravity, this being replaced by the 
comparatively lighter liquid from below. This circula- 
tion of water over the solid, gradually dissolves it with- 
out the use of heat, and without requiring any attention 
after the process has once been started. 

A glass cylinder (A, Fig. 43) open at both ends, has 
one end covered with a piece of muslin (shown by a fine 
dotted line), which is fastened on by an 
india-rubber ring, embracing its edges ; 
this cylinder, with a muslin bottom, is 
supported in a large beaker by means of 
two pieces of glass rod or tube, bent as 
shown at ccc; the cylinder stands at 
such a height that the muslin bottom is 
about two inches below the mark made 
on the beaker to show the Winchester 
quart measure. Distilled water is then 
poured into the beaker until it buries the 
muslin tu the depth of about half an 
inch; the weighed substance, best in 
small pieces, is placed in the cylinder, and the whole 
allowed to stand until the solid has been dissolved ; 
with large quantities of substance this will usually re- 
quire several hours, with smaller quantities about twenty 
minutes or half an hour. 

The processes of solution and filtration are performed 
simultaneously by laying a piece of filter-paper upon the 
muslin before fastening it on the cylinder; the filter- 
paper will retard the process, but the coarse gray kind 
referred to above will do so the least. 

Perhaps the most advantageous way coe using this pro- 
cess, especially for dissolving large quantities of sub- 
stance, is to start it overnight; the solution will then 
be completed by the morning. In this case the filter- 
paper will be unnecessary, as any fine particles which 
have passed through the muslin will have settled, and 
the liquid can be decanted from them. 

It must be borne in mind that the solution of many 
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salts in water, especially such salts as contain water of 

crystallization, increases the volume of 

Fie.434. ___ the water; hence the quantity of water 

( placed in the beaker must be less than 

the Winchester-quart measure, and the 

liquid is made up to the required volume, 

if necessary, after solution has been ef- 
fected. 

As a convenient substitute for the 
glass cylinder, A, with muslin bottom, 
an earthenware colander may be em- 
ployed (Fig. 43 >a), filtration being ef- 
fected when necessary by laying a piece of filter-paper 
inside the colander before placing in it the fragments of 
the substance. Should the beaker be able to contain 
more than the Winchester quart of water, a stoppered 
bottle of suitable size may be immersed in it to raise the 
water-level sufficiently to reach the substance. 


PREPARATION OF SOLUTIONS REQUIRED FOR TRYING 
THE REACTIONS OF METALS AND Acrip Rapt- 
CLES, Section IY. 


516. The solutions required for trying these reactions 
should be prepared of a strength suited to yield them in 
a characteristic manner; it is therefore advisable that 
solutions of the requisite strength should be kept in 
readiness, since if the student has to dissolve some of the 
solid substance himself, he is liable not to obtain satis- 
factory results, either because his solution is made in- 
conveniently strong, or because it is in a too diluted state. 
The plan of keeping these solutions in stock is also rec- 
ommended by the consideration that it economizes the 
student’s time, and tends to prevent waste of chemicals. 

517. In paragraphs (529) and (530) are lists of the 
solutions which are required for the complete series of 
reactions in Section IV: the first column gives the 
number, the second the name, and the third the formula 
of each substance ; in the fourth is stated the number of 
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grammes which are to be dissolved in one Winchester 
quart of water or acid; in the fifth column the proportion 
by weight of solid to water, from which the number in 
column 4 was derived; and in the sixth column will 
be found special remarks relating to the preparation of 
particular solutions. The general methods of preparing 
solutions have already been aha in paragraphs (514) 
and (515). 

Pure solid chemicals are almost invariably sold in the 
crystalline condition, since they have been as a rule 
purified by the process of crystallization. The weights 
given below are therefore weights of the crystalline sub- 
stance ; in a few cases the substance was weighed in the 
uncrystalline condition—these are marked by an (a) 
placed after the name in the first column, signifying 
“amorphous.” Directions for labelling the store-bottles 
of these solutions will be found in paragraphs (522) and 
(523). 


LIST OF THE REAGENTS. 


518. Paragraphs (524), (525), and (526), contain lists 
of the reagents, solid and in solution, which should be 
kept in readiness in the laboratory; they are dissolved 
in distilled water unless it is otherwise stated. 

The reagents are here divided into two classes. The 
first (624) being in constant use and comparatively inex- 
pensive, should be contained in small bottles placed 
above each working bench, or there should be at least 
one complete set for the use of two students. The sec- 
ond class (525, 526) are less frequently required, or are 
of a more costly nature, and one set may be placed in an 
accessible part of the laboratory for the use of many 
students. 

519. Each reagent is numbered in the following lists ; 
this number is a convenient means of reference, and also 
serves to keep the reagent bottles always standing in the 
same order, which much facilitates finding any bottle 
when wanted ; the student is strongly recommended to 
keep his bottles arranged in the order indicated by these 
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numbers. The full name and chemical formula accom- 
pany each number, and every label in the laboratory 
should carry legibly the number, name, and formula of 
the reagent it contains. 

520. In the last column of each list are placed remarks 
as to the preparation and the condition of the reagent. 
The numbers found in the last column but one express 
the strength of the solution of the reagent if a liquid, by 
stating the proportion of the strong liquid or solid (as 
purchased) to the water with which it is mixed, or in 
which it is dissolved, the proportion being expressed 
as a ratio in which the water always stands last; in 
the case of liquids the numbers express proportion by 
measure (m.), in the case of solids the proportion by 
weight (w.). A number is also placed in the fourth 
column opposite each reagent prepared by dissolving a 
solid substance, which denotes the weight in grammes of 
the solid to be dissolved in a Winchester quart bottle of 
water. 

Thus, No. 2 (524), hydrochloric acid, is prepared by 
mixing strong HCl with 3 times its measure of distilled 
water. No. 5, ammonium chloride is made by disso] ving 
solid AmCl in 8 times its weight of water, or by dis- 
solving 300 grammes of solid AmCl in one Winchester 
quart of water. Full descriptions are given in para- 
graphs (511), (514), and (515), of the methods used for 
making these solutions. 

521. The special reagents which stand on shelves 
above the bench are kept in small bottles, the solids 
(Nos. 18-21, paragraphs (524) in 4 or 6 oz. wide-mouthed 
stoppered bottles, which are filled when necessary from 
the store-jars (stoneware jars with ground clasp-covers),* 
the liquids (Nos. 1-17, par. 524) in narrow-necked 4 or 
6 oz. bottles supplied from the Winchester quart bottles 
in which the store solutions are kept. The general re- 
agents (525, 526) should be kept in bottles of not less 
than 12 oz. capacity. 

522. Labelling—Bottles intended to .contain strong 


* Powdered solids are conveniently removed from large stone 
jars by means of wooden spoons. 
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acids or alkalies should have labels etched upon the glass: 
such bottles are easily purchased. An ordinary paper 
label, however, protected by paraffin varnish, which is 
applied according to the directions given below (523), 
will last for a considerable length of time. 

The paper labels required for reagents and store-bottles 
are most conveniently kept ready gummed in the form 
of sheets either separate or stitched together into the form 
of a book. They must be stored in a dry place. They 
should, as was mentioned in (519), bear in bold legible 
type at least the full name and formula of the substance, 
the number, if not already printed, being written upon 
each.* 

Great care should be bestowed on making the moist- 
ened label adhere over its whole surface by gentle pres- 
sure with a clean cloth. 

523. Varnishing Labels.—It is advisable to varnish 
each label, which is intended to be permanent, as soon 
as it is perfectly dry ; the label is thus protected against 
being soiled or wetted. The ordinary process consists in 
first sizing the label by brushing over it a solution of 
isinglass in water, and then, as soon as this has perfectly 
dried, applying a thin coat of label varnish; the bottle 
must not be used until this varnish is quite hard. 

A much more simple process of varnishing consists in 
melting some solid paraffin, which must not be heated 
so strongly as to cause it to emit vapor, and brushing this 
rapidly over the dry label with an ordinary varnishing 
brush ; a little practice will soon enable one to apply a 
uniform film which does not soak into the paper, hardens 
immediately, and resists the action of water, acids, and 
alkalies. The chief precaution to be observed is to heat 
the paraffin as little as possible above its melting-point, 
as, if it is too hot, it greases the re 


*-A one. of labels (“A Setics of Chemical Labels for Use in 
Laboratories ’’) is sold by Messrs. Mottershead, of Manchester, 
which contains the name of each substance in full, printed in clear 
type, space being left to insert formula and number. 

Messrs. Mottershead also supply gummed sheets of labels, printed 
specially for use with this A containing all the numbers, names, 
and formulz in the lists in pars. 524, 525, 526, 529, 530, 531, and 532. 
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524.—REAGENTS REQUIRED 


Name. Weight of solid 
Reference in grammes to 
i [The numbers in brackets refer to re- Formula. be dissolved in 
sb el oe marks correspondingly numbered 1“ Winches- 
in the sixth column 3 ter” of water. 
Liquids. 
1 Sulphuric acid C)ccsssssccee ss cxcieec nce es 
es Hydrochloric acid we 12 aie —_— 
3. Nitric acid (°)... as peadetacu ree aeieea — 
4, Acetic acid ome ire ee oe tdi a 
5. Ammonium chloride: Phin pci og reap 300 
6. Ammonia, or Ammonium hydrate(®), HHO dasa 
7 Ammonium sulphide a et ee (S69 cicconesscs — 
8. Ammonium carbonate (°).......... | (NH, COp... ot 500 
9. Ammonium oxalate........... . fy te 20002410. bs 100 
10. Potash, or potassium hydrate... och = 200 
ii, Potassium chromate,..........0..550 | Rcro., a Eee 200 
12. Potassium italien Ae a. «| KykeCy,s.3H,0.. 200 
13. Potassium ferricyanide (°)...............| KgFegCygq.... eeseee 200 
*Sodium phosphate (*°), or 
14, Hydric disodic wi pean sin or ..| NagH PO,.12H,0... 200 
Hydrogen disodium puonphaty 
15. Sodium carbonate ("")... seseee] NatgCO3.10H30...... 600 
16. Calcium sulphate (°)............0:.::00+| CaSO,.... w+) {eotation) } 
17. Barium chloride). ic si65s6 sais wsveoaTesy BaCh2H, 0... 
Solids. 
18. Sodium carbonate ('*).......... wo} NayCOs. 
19. Borax (4), or . NagB,Ox. 
20. Poti chlorate re KCIO,. 
21, Test-papers ("°)....... ... 


* Hydrogen sodium ammonium phosphate (NaAmHPO), solution serves better for 
given the sors for NaHPOQ,. 
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Proportion of solid Remarks. 
by weight (w.) and 
liquid by measure (m.) [The small numbers refer to corresponding numbers 
to water. in the second column. } 


1. The strong pure H,SO, must be poured in the proper 


ts. om, proportion into the water contained in a large thin 
ce: Be beaker or an earthen jar, constantly stirring the water 
1 tae ih all the time: the right proportions are obtained by 
a: 4* measurement of the height of the vessel (511), The hot 
4b. Sw liquid is cooled by immersing the vessel in cold water, 
1: 3m. and is then poured into thestore-bottle. If the acid is 
ae oe pure, no white precipitate (PbSO,) forms on dilution. 
1: 57 2. Must be colorless, and give after dilution no precipi- 
1:26 tate with either BaCl, or HS. 
1:12 3. Must give no precipitate, alter dilution with BaCl, or 
1:12“ AgNO; added to separate portions, 
1:12“ 4. Must give no precipitate with BaC],. 
1:12 5. Must give no precipitate or coloration with Am,S. 
i 6. Must give only a very slight precipitate with lime- 
1:12. water, no coloration with Am,§, and separate portions 
4 acidified with HNO, must give no precipitates with 
tq: ge BaClygand AgNO 3. The “ Liquor ammonie fortissima” 
: is purchased of 880° specific gravity. 
ae 7. Must be yellow, and give with acids H,S and a white 
1:12“ precipitate of S: 1t must give no precipitate with solu- 


tions of Ca or Mg salts. 

8. The solid Am,COs is dissolved by being heated with 
water in a poreelain dish (514): in diluting, one-fourth 
of the “ Winchester” must be filled with strong AmHO. 

9. Must give no blue precipitate with Fe,C), solution. 

10. Must yield no precipitate with AmHO. 

11. The crystallized salt. 

12. See (527). 

13. Dry, finely-powdered solid. It must, after having 
been dissolved in excess of HNOsg, give no precipitate 
with BaCl, or AgNO 3, or AMHMoQ, (277), and if evap- 
orated with excess of HCl must leave no residue in- 
soluble in dilute HCl (290 a). 

14. The borax is best dried by heating in a platinum or 
porcelain dish until after melting it has again become 
solid ; this solid mass is then finely powdered in a mor- 
tar and kept in a stoppered bottle. 

15. In small crystals, 

16. Red and blue litmus-papers and turmeric paper in 
small strips. 


precipitation of Mg than does NagHPO, solution: it is prepared of the strength 
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525.—REAGENTS FOR GENERAL USE, 


Note.—Except in large laboratories it will be unnecessary to keep 
which they are contained in the laboratory, may be made up to the 
the proportion stated below in column 4. 


Name. 
—— ° [The small numbers in brackets refer to re- Formula. 
| marks correspondingly numbered in 
the fifth column.) 

25. te ps ric acid (*")....... Sp avsiscurube saseesskeeeweeteeeeies 
26. Hydrochloric an oF ied Sete 
ot NGG Bet (9h is. ccc cnees 
28. +Platinum chloride. poahakahaheen ct giteat deaivae 345 
29. Alcohol, Rectified apart C7).5; scisonconascsnsuesees ace if wots dncrwehae 

19 Agr 
30. Tartarie acid (Pps, eicclvca cus dav tve se cawecsiGubavecse HyCH.0s . ‘ 
31. Acid sodium tartrate, Hydric sodic tartrate(™) {NaC m0} 
32. Blakod: Lime yi. itecei ies stiihvec eee ne 
Sh) dhvwebhey seed ORS ccceiarecasiarctochwaap ale HCH, be ag 
34, Cobalt nitrate @).. mals ponksscuneetuns axa bes bee aae ft ARTE ca 
35. Hydrofluosilicie acid ®.. Gay abe onic Rev aunecendanermeveue BH Sif. tiastwanen 


silp huretted hydrogen solution, 
36. {iva ydrogen sulphide, op eee H,S saluitinia: 


37. Oxalie acid......... Parsbidesedeslsntuus sab dyenck seneewusmassine 
38. Potassium sulphocyanide,......... aaa ; 
39. Potassiuin nitrate...... ee sees ‘ “| . ig 
PbA,.3Hg! 0 4 
40. DOG GE ObRHG (7) oi...o.sscscascnacoshncs pati och vuacbomneananen { Phi *Hy0q)o.3H,0 7 
A NaA.3H,O 
41. Sodium acetate...........ss0002 see oa NaC,H30.3H,0 ; 
42, Potassium Cyanide (*)..ics.seoscvssi:meenvsratenegcenune ! ea : 
43. Sodium hypochlorite (2)..........ceceseessceceeceneeeees phe 2. a Aa jana 4 
44, Stannous rtdeate te. zs SnOietesta ] 
45, Copper (2")...... me CAL Niveesi J 
46, Zine (*®).. AE gets j 
47. Steel (*4)....... Feitc 
48. Silver nitrate. AgNOsg......000. ; 
49. Sulphurous acid. fo ee ee 
50. Copper sulphate..... CuS0,.5H,0 ; 
51. Magnesium sulphate ..| MgSO,7H,O : 
52. Mercuric CHIOTIGGS. 55 Gieeiccn ct rons ae eee es Figs soc ssias § 
53. Gold ohlorddssisiiiiniserses aanscaiceaarcuanshesael ae 
‘ : 


* See last column on the preceding page. 
+ Must be used in very small quantity only, being an expensive reagent, 
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these reagents in store in quantity. The 12 oz. or 14 oz. bottles in 
right strength as soon as they are empty, by calculation (513) from 


Proportion by Remarks. 


yy gaa [The numbers in this column refer to those in brackets in 
the second column. | 


Strong pure. | 17. Must be colorless, and form no brown ring when poured 
s = below some FeSO, solution (247). 


bi 4 18. Strong rectified spirit (methylated), which must leave no 
5-2 80; residue on evaporation. 
Strong. 19, The solution should be mixed immediately after prepara- 
tion with several drops of carbolic acid to prevent a vege- 
1: 10. table growth forming in it. 
20. Dissolve 10 grammes of Hf in 100 c.c.t of water, divide this 
-_—_— solution into equal parts, exactly neutralize (35) one’ part 
Solid. by heating it nearly to boiling, and stirring in solid NagCOs 
in powder; add to this the other part, cool and dilute to 
Strong. 150c.c. A few drops of carbolic acid should be added to 
the solution. 
1: 12. 21. Pieces of freshly-burnt lime are placed on a plate, and water 
is poured upon them until they begin to appear moist on 
Panel their surface; the superfluous water is then drained off, 
and as soon as the lime has crumbled to powder, the pow- 
1 < 12. der is placed in a broad-mouthed stoppered bottle. 
1: 100 22. The bottle should be closed with a loosely-fitting india- 
Solid. - rubber stopper, perforated, and with a glass tube passed 


through it and dippinginto the solution; when a drop of 
1:12 the solution is required, the upper end of the glass tube 

Grin is closed by the finger, and a drop is delivered from the 
opposite end by slightly relaxing the pressure ot the finger. 


Solid. 23. The solution must give no precipitate with Sr(NOg’, solu- 
: tion. For the preparation of it see (528, 4). 
Solid. 24. For preparation of this solution see (528, 1). It must not 
darken on adding AmHO. 
25. A little HA must be added to this solution to make it clear. 
bs 2. 26. Solution of KCy is made (1: 12); it decomposes so readily by 
—~ being kept in water, that it is best made immediately before 
—- use by heating a small piece of solid KCy with distilled 
wo water. 
$220; 27. The strongest “ Liquor Sode Chlorinate” of commerce. 
(See 528,2). 28. Crystals of 5n(l,should be dissolved by heating them with 
| a water containing some HCl; the solution should be kept 
ae ys in a well-stoppered bottle containing pieces of granulated 
1: 20. or sheet tin. 
Ls (30, 29. In strips cut from copper-sheet. 


30. In strips or rods, or granulated; it must be proved to be 
free from As by (181, 182, or 183). 

31. Common knitting-kneedles broken into short lengths, and 
Li in a bottle containing pieces of quicklime to prevent 
rusting. 


t c.c. is the contraction for cubic centimetre. See weights and measures (par. 
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number. 


80.* 
81. 
82. 
83. 
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526.—REAGENTS FOR GENERAL USE, | 
Refer to note under | 
. 


Name. 

[The small numbers in brackets refer to cor- Formula. 

responding numbers in the fifth column.] 
Lime-water.. Po scaseacersneaceeceesereesens ens | CAC HO) gee see ee ereeres 
Lead mind in apie 3 (.. teak Oe asso cvecedareaasaes| PAG Reuse 
Potassium Gich pom ates ss cinsscsccx'vessoa cic eck ndoaacbans KaCrgQOy..... 0 
Chlorine-water.........+. | Gl pa lene 
Ferric chloride (*).. o| -Feg@ly sects 
Ferrous sulphate ®) Fes0,.7H 
Potassium iodide.. Roisin tai 
Starch (°°)... seueen eek otsa sited Semi 
Indigo solution ®) .. suveunnicesacteas dueruskatactocne 
Manganese dioxide ®).. eee 
Potassium dichromate (8). ne Hated 


Ether (methylated)........ eesvoned? Shaees att 
Carbon disulphide... keg albhiawe pap meme Mae hae 
Potassium nitrite(®).... 


eee ree eeeeee 2- ene eee 
Nitrogen tvtroxide SMLNEL devs cemapecseosiaes a Nq0, solution. saa tetaed 
Ammonium molybdate (*)..... reece ea since | CS aire cdgots'bat 
Caleium fluoride.......... erates wash AoBaie nateoee + caeaee 
et rover: emt pe save soeaue | =aaceeen lets ae 

icrocosmic salt, or 

Hydric ammonie — A ape ae eos a (40 Br | NaAmHPO, 41,0... 
Wax, or paraffin... as 
Calcium chloride... eed teu bee — 6H,0... 
Potassium chloride. .....+.ccss+sssseocosereccocecce KCI sa wscoatpend 
Maar Die ..s. scietives. Jas Go 0s wot ths tondinedby seu vatuoh obo ce babiens bea] TCM ON ceuarS aaER ena 


Distilled water (*).... ad savdaanes$as ave] EM OssaseeGthasnens eevee 
Pure sodium hydrate (®), pure soda.. NOHO: cccssxasstecsnose 
Fusion mixture (*).......s00.0056 Aare Na C03 +K,CQs...... 
Barium carbonate (#).......c0c0000- Bal Og... se ces ccosee see 


Solution ofsodium mediate te dilute aneaie: acid.) 
Sodium nitrate (*) (solid )...........ceee 

Silica, or finely powdered white sand. L (Bees 348, 4), 
Hydrofluoric acid (*) ate 
Barium hydrate (in Sepasaiia f 
Zinc sulphate. (See No. 111).... 


* Nos. 80-89 are certain special 
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the heading of (525). 


Proportion by weight of 
solid to water. 


See (527). 


BR: 24, 
See (528, 5). 


In powder. 
In small pieces. 


In small crystals. 

Solid, in ec 

: - rystals. 
* 1 


In pieces as large as a pea. 


Remarks. 


[The numbers in this column refer to corresponding 


35. 


numbers in the second column.] 


. To some of the PbA, solution (No. 40) KHO solu- 


tion is added until, on warming, the precipitate 
at first formed is just redissolved : paper dipped 
into this liquid is a very delicate te:t for H,S(230). 


. The solution should not contain any free acid: its 


absence is shown by a single re 3 of AmHO giving 
reddish-brown precipitate of Fe,Ho, in the so- 
ution. 


. FeSO, solution rapidly oxidizes in the air, hence 


the FeSO, should be kept in the solid state as 
small green crystals, which should not show a 
yellow apesug in any part; these are dissolved 
when required, by heating them with water. 
Starch solution rapidly changes, it is best therefore 
to keep the starch as a powder. Starch solution 
is made by stirring 2 grms. of this powder, which 
has been made into a paste with 10 ce. of cold 
water, into 100 c.c. of boiling water and cooling. 


. Made by diluting the ordinary solution of indigo 


in strong H,SO, with about ten times its volume 
of water, and cooling the mixture; a prota sei? 
will separate after a time, from which the solu- 
tion is separated by decantation or filtration. 


. Should be kept in fine powder: it must not evolve 


Cl or COg when warmed with strong H,SO,. 


. In small pieces, or in powder. 
. The solution is prone to change, and should be 


made in small quantity only: it must evolve 
copious red fumes when mixed with H,SO,. 


. Make the solution with the following proportions: 


1 gramme of Am gMo0, is dissolved in 12.5 ¢.c. of 
strong AmHO which has been previously mixed 
with an equal quantity of water, the solution is 
allowed to stand (if necessary) till clear, then 
poured off into 12.5 ¢.c. of strong HNO, mixed 
with an equal volume of water; the liquid will 
become hot, and should be allowed to stand until 
it is cool before being used. 


40a, The solution of this salt must yield no precipitate with AgNOg in- 
soluble in HNO3. 


41. Must leave no residue on eva 
cipitates must be caused by 


ration; in separate portions no pre- 
aly, AgNOg, or AmgC,0,, neither must 


any precipitate or even dark coloration be produced by addition 


of Am,%. 


42. The proportion b 


in green glass f 
glass. The solution must not become dark in color when mixed 
with H,S, nor give a gelatinous precipitate (Al,Ho, when mixed 
with excess of AmCl solution. _ ; 

43. Dry finely powdered NagCOz and K,CO, are intimately mixed in the 
proportion of 53:69 by weight,\and kept in a stoppered bottle. 


44, Pure 
in 


and washing the precipitate well by decantation, 
with distilled water to the consistency of thin cream. 


then mix 


wdered BaCOs is either purchased, or is m 
Cl, solution completely with Am,CO, (or eH solution, 


Be ba should be 1:10 of water ; it is best kept 


ttles, as it slowly dissolves Pb from white flint 


e by precipitat- 


his powder is 


45. Dissolve 20 grammes of NaA in 60 c.c. of distilled water, and add to 


the solution 40 c.c. of strong HA. 

46. By neutralizing strong hot Na,CO, solution with HNO, and evapo- 
rating to dryness. Sold also as Chili saltpetre. 

47. Purchased and kept in gutta-percha bottles. 


reagents entered apart. — 
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PREPARATION OF SATURATED SOLUTIONS.* 


PREPARATION OF SATURATED SOLUTIONS OF SOLIDS. 


527. The method described in (515) may be used, or 
the substance in powder may be constantly shaken up 
with the solvent for some time, and the solution then 
separated from excess of the solid by decantation or 
filtration. ‘The most ready method of preparing a satu- 
rated solution of Ca(HQO),, or of CaSQ,, is to pour some 
of the powder into a Winchester quart, then fill it up to 
the shoulder with water, and mix the powder thoroughly 
with the water by shaking the bottle; the shaking is 
repeated at intervals during half an hour or more ; the 
bottle is then allowed to stand until the excess of pow- 
der has settled, and the liquid above it is quite clear, 
when the liquid is poured off into another “ Winchester,” 
leaving the powder behind ; fresh water is poured upon 
this powder and more solution made as above by con- 
stant shaking, the bottle being allowed to stand by until 
the fresh supply is required. By thus making a fresh 
stock of solution whenever one lot is decanted, time is 
allowed for the freshly prepared solution to become per- 
fectly clear before it is required for use. 

1. Lime-water is made in the above manner by shaking 
slaked lime in powder with common tap-water. 

2. Calcium sulphate solution is prepared by saturating 
distilled water by the above means with gypsum or plaster 
of Paris in powder. 


PREPARATION OF SATURATED SOLUTIONS OF GASES. 


528. The gas is made to bubble in a constant stream 
from the end of a glass tube which dips nearly to the 
bottom of the liquid (Fig. 44); the liquid must be kept 
cold, and be contained in a bottle which is fitted with an 
accurately ground stopper. In order to ascertain whether 


* By a ‘saturated solution ” is meant a solution containing the 
maximum quantity of the substance which the solvent can dissolve. 
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the solution is saturated, the bubbles of the gas are oc- 
casionally watched to see whether they dimiuish in size 
as they rise through the liquid; if they do not, the bot- 
tle, after being closed tightly by the thumb or by insert- 
ing the stopper, is violently shaken; if this causes a 
pressure and escape of gas from the bottle into the air 
on unclosing its mouth, the liquid is saturated ; if, on 
the contrary, it causes a pressure of air into the bottle, 
the gas must be passed again for some time, and the 
trial repeated, until on shaking as directed above, an 
outward pressure is noticed. 


Note —All the preparations mentioned below should be made in 
a draught cupbvard, as the guses are injurious to the lungs if in- . 
haled. 


1. Sulphuretted Hydrogen Solution is made by fitting 
the bent tube a b (Fig. 44) by means of the india-rubber 
joint ¢, upon either of the apparatus de- 
scribed in (500) for the preparation of 
HLS gas ; the gas is thus made to bubble 
through the distilled water (best recently 
boiled to expel air, and cooled) until it 
is saturated. The solution should not 
be made in large quantities at a time, as 
it gradually decomposes, depositing sul- 
phur and losing its smell ; it is then un- 
fit for use. 

2. Sulphurous Acid Solution is prepared 
by passing sulphur dioxide gas into distilled water until 
it is saturated. The gas is made by heating scraps of 
copper with strong H,SO, in a glass flask fitted as is 
shown in A (Fig. 45). The gas passes from the flask 
through some water contained in a washing-bottle as 
shown at B (Fig. 45), and from this bottle into the dis- 
tilled water (Fig. 44) through the tube a 6, which is 
connected with the outlet tube of the washing bottle by 
means of the india-rubber joint ¢. The solution must 
be kept in a well-stoppered bottle. 

3. Chlorine-water.—Chlorine gas is made in the appa- 
ratus shown in Fig. 45, by gently heating manganic oxide 

15* 
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(in lumps or powder) in the flask A with some strong 
commercial hydrochloric acid, previously mixed with a 
third its volume of water. The gas bubbles through a 
little water in the washing-bottle B, and thence through 
the bent tube a b into the distilled water (Fig. 44). 


Fie. 45. 


This solution must be kept in a dark place, or in a bottle 
which is coated with black paper, as it undergoes altera- 
tion by light. 

4, Hydrofluosilicie Acid is made by passing silicium 
fluoride gas into water. The gas is prepared in a flask 
fitted as shown in A, Fig. 45. Into this flask there is 
first poured an intimate mixture of 50 grammes of dry, 
pure, finely-powdered fluor-spar ; 300 grammes of strong 
H,SO, are then poured into the flask through the funnel- 
tube, and the acid is mixed with the powder hy shaking 
it round in the flask ; the gas is caused to be evolved by 
gently heating the flask, and is made to pass first through 
the bottle B (Fig. 45), which must be empty and dry 
inside ; thence it escapes through a bent tube a 6 (Fig. 
46), which is fitted upon the outlet tube of B by an 
india-rubber joint: the end of the tube, a 6, is made to 
dip into mercury contained in a small beaker d (Fig. 
46), which stands in a large beaker containing 400 c.c. 
of water. As soon as the silicium fluoride gas comes 
into the water, after escaping from the mercury, it is 


a 


a ee a 


liquid may be sucked 


Seer ee TS a 
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decomposed into hydrofluosilicic acid, which dissolves in 
the water, and silica, which remains suspended in the 
water as a gelatinous mass; the silica very soon closes 
the end of the delivery-tube a 6, unless it is kept im- 
mersed in the mercury. As the current of gas slackens 
the heat is raised, until white fumes of H,SO, begin to 
appear in the preparation flask ; the process is then ar- 
rested, and the gelatinous silica is separated from the 
solution by squeezing the latter through fine muslin and 
afterwards filtering it if not quite clear. The silica 
may be dried, heated strongly in a porcelain dish, and 
put by in a stoppered bottle as reagent No. 86 (526), 
for which it serves admirably. 

5. Nitrogen-tetrowide Solution.—Lead nitrate in dry 
pieces is heated in a test-tube fitted with cork and de- 
livery-tube (Fig. 47), 
and the red fumes 
which escape are pass- 
ed into dilute H,SO,. 
Care must be taken 
to maintain the heat 
uniformly after the 
fumes commence to 
be evolved, else the 


Fie. 47, 


back into the hot tube 
by the contraction of 
the gas on cooling; also the delivery-tube must be 
removed from the liquid as soon as the heating is 
stopped. 
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Note.—Each bottle should bear on its label the number, name, and 
tles should be kept near the solutions containing the powdered solid 
these bottles should also carry on their label the name, number, and 


—_— 


Name. 


Reference 
number. 


(The numbers in brackets refer to simi- Formula. 
larly numbered remarks in the last 


column. } 


Potassium chloride... 


Ane ee eee eee ee nee wee towne 


Ammonium chloride..... 


aise sn] (ALO a 


Sodium chloride......... iE! Gy) RGSS 
Magnesium sulphate... MgSO, 7H.0... 
sod oss cone:  BQTIOME COLOLIGO .,5 55. tee cas vexess ant ostesh ous usuata Cine E 
a»; Strontium nitrate............ F srt 
Bi cenaeoite ae CHIGPIAG. 5: cpendaccecs tab unciin onus deo eees I oa caeae 
um, or 
107. 8.s0sse see { Alumtntam potassium sulphate t eons AIK(S09)p.12HQ0 oe... 
108 s........./ Ferric chloride (a)*. nuhwepekcen osCemecce’ 7 mean me a 
ROOF Riss cis vans ide Lt (*8)... Soup spindeeroeee ens FeSO, 7H,0 ... ites 
rome alum, or 
Te | {fe ket eapate f= vein CPK(SO,)o. 19H,0... onan 
111.s...........] Zine sulphate... ove sis bonecate) 2 MOged Rees 
1128; Manganese chloride (a... Mn ly. 
113.s.. Nickel sulphate ......... Niso, 7H.O... 
114.s.. Cobalt vitrate...... Co(N¢ sie 61,0. 
115. s.. Mercurie chloride... HxCly... & 
118; 8.. Lead acetate (*)... ag PbA BHO. oussdveaveeien wei 
197. Gia Bismuth nitrate (*).... 35 Bil NO, DEL QO 0s scccuumeae 
118.8 Copper sulphate i(et)...<. csseeccsose adders eos sipba CuSO, 61120... ahiews oem 
119.s pears poem Ae casio CaSO ¢ 4H GO cass: artnet - 
rsenious oxide (a) ( ). 
120, tissnconsl | Renee ke & <iccudsueiigic}. IAB ieee eae 
120 Arsenious oxide (a) (*) 
eee ee eee ee eee Solution in water TOP eee ee eee Ree ee ee 


Sedium arsenate... raaeha 
Antimonious chloride (@4. orks 
Stannous chloride (*)... 
Stannie chloride (*) 
Silver nitrate............ 
Mercurous nitrate (°).2..... esses eee 


+ Srecceeseees) DCAULUM APSCMATC...... cee cce ces ceeeceeeeteeceeeeeeee| IN AGMASOg TZ D..... 00 ee 


asec] DDE Tgeecee cence, eee cee ree ene cre nee 


Hea NOg)s HO. akadod on 


nee 


ee 


* a signifies that the solid substance is not 
t Solid SbOs or K(SbO)T (Tartar emetic) — 
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REACTIONS OF THE METALS. 


Proportion 

by weight 

of solid to 
water. 


one “Winches- 
ter.” 


Phe kk ke et eh ee et et et et et et 
ee 08 oe oe - os oe ete ee oe oe oe oe 


in the crystalline condition. ; 
may be used for the blowpipe reaction, }{ Winchester quart. 


formula of the substance. 
of each of those substances whose number has a small (s) aflixed to it; 
formula of the substance. 


Small (4 or 6 ounce) wide-mouthed bot- 


Remarks. 


[These numbers correspond to the small reference 


numbers in brackets in the second column.] 


. The solution must be made acid with a little 


H.SO,, and some clean iron nails kept in it. 


. A little HA must be added to this solution to 


make it clear. 


. 25 grammes of Bi(NO 3's must be dissolved by heat- 


ing with 25 c.c. of strong HCl diluted with 25 
of water; this solution is cooled and poured 
into the bottle, and the measure made up by 
pouring in dilute HCI containing one-twentieth 
of its volume of strong HCl. 


. Dissolve 10 grammes of Aso, by heating it with 


50 c.c. of strong HCI mixed with 50 c.c. of water, 
and dilute to the quart. 


. Boil excess of Aso for several minutes with 200 


e.c. of water, filter, a1id dilute to the quart.f 


. 25 grains of crystallized SbCl; are dissolved in 25 


e.c. of strong HCl mixed with 25 c.c. of water, 
and diluted to the quartt with HCl mixed with 
four times its measure of water. 


. Boil 25 grammes of SnCle with 50 c.c. of strong 


HC! mixed with 50 ¢.c. of water, as soon as it 
has dissolved to a clear solution dilute to the 
quart.{ Scraps of Sn must be kept in the bottle. 


. Heat 25 grammes of SnCl, with 25 ¢.c. of strong 


Hl and 100 ec. of water; whilst constantly 
stirring, add KC1( to the hot solution untilthe 
liquid turns yellow and Cl is smelt, boil off the 
Cl and dilute to the quart. 


Dissolve by warming 25 grammes of HgofNOs)o 
with 6 c.c. of strong HN), diluted with 114 c.c, 
of water, then pour water into this solution until 
it isdiluted toa quart.{ Keep Hg in the bottom 
of the bottle. 
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531. CHEMICALS REQUIRED FoR Section I. 


In the following list those substances which are used 
for Section I only are marked by letters of the alphabet. 
The bottles containing these substances should be ar- 
ranged apart in alphabetical order. Against others a 
number is placed; this indicates that the substance is 
used for analytical purposes, and will therefore be found, 
together with any necessary descriptive remarks, in one 
of the foregoing lists (524, 525, 526, 529, 530). [See 
note at head of Table (532). ] : 


Letter 
Be aed Name. Formula. Remarks. 
ence. 

A Mercuric oxide............. HgO The orange-colored precipitated ox- 

ide is best. 

20. Potassium chlorate....... KCI10; 

B Manganese dioxide....... MnO, In powder. No. 66 would serve the 
purpose, but it is unnecessary that 
the substance should be pure. 

C, Wood-charcoal ............. Cc In pieces as large as a hazelnut. 

57. Lime-water...............00. Ca( HO), 

D POPRTUNUIE sip ada cncisoncans San dxoes tS) Roll sulphur broken into pieces as 


large as a pea. 


21. hee Litmus and turmeric 


papers... 

59. Potassium: dichromate... K,Cr.0, 

E. Phosphorus.... weerass ly In small pieces as large as half a 
pea, kept in a stoppered bottle 
under water. 


F. Granulated zince............ Zn No. 46 would serve the purpose, but 
it is not necessary that this zine 
should be free from As. 

er pi Bibi HCl Strong, commercial. 

Marble... es CaCO; In pieces not larger than a hazelnut. 

Copper... apatas te tteaes Cu In any form—e. g., turnings, clip- 
pings, filings, ete. 

PRRNTG BONG6 2.) ecsieseccd. HNO; Strong, commercial. 


Solid, commercial. Thesolid (No. 
101 \ will also serve; but for this 


raya et NH,Cl 
purpose it need not be pure. 


or Sal-ammoniac... 


G. 
H. 
AA 
J. 
K. 
32. Slaked <°  enaagioesaapae Ca(HO 
L. Oxalie acid...................| HeCo0s.2H20 | Solid, in crystals. 
M. be age acid. A pereepe rr H.SO, Strong, ee ms ; 
ium hydrate, or Strong solution of the commercia 
N. { caustic 80da..........0 } ead bs lid. 
0. “Turkey fed”... cecssoeee —_— n virkgs. Bae 
: In pieces as large as a hazelnut 
iZg { Puan, Brno Ms t NaCl broken from a lump of rock salt 
Shogo a oles oper pieadaty or of fused table salt. 
3. PRIGTIE DOUG vavccermedececueses HNO, 
48. Silver nitrate......... agi AgNO, 
6. Ammonia... --| NH HO 
: 9. Ammonium oxalate...... (NHaof"20e 
17. Barium chloride........... Bally 
e Ammonium sulphide... Am,S 
39. Potassium nitrate.......... KNOg 
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532. CHEMICALS REQUIRED FOR THE EXPERIMENTS | 
oN ANALYTICAL OPERATIONS (Section III). 


All the substances, with those exceptions* only which 
are named in this list, are required either for analytical 
purposes (see lists in paragraphs 524, 525, 526, 529, 
530), where they may be found by the number placed 
in the first column; or they are already entered on 
the list of substances required for experiments on the 
gases (531), where they may be found by the reference- 
letter in the first column. A letter (s) affixed to the 
number of reference indicates that the substance is re- 


quired in the solid condition (see note at heading of 
ita 


‘ote —Ali numbers below 22 refer to bottles standing on the 
shelves above the working bench. 
If a substance is required for more than one experiment, its 
entry is not repeated. 


Number or letter 
Gi melereniee: Name. Formula. 
39. Potassium nitrate.. sede sab aobhsserenaak KNOs. 
118. s. Copper sulphate (solid)... Sica cckeageannnkbedenns CuSO,.6H,0. 
79. MAR G2 yi. sas cscazvcktunny cupeatesececeosatentacteeny CaCQs. 
2. ot bee ge ah acid... usvccgeeepueeainate HCl, 
45. Copper.... pee ere sl ac 
3. Nitric acid... ai ho aasledanceenens saemeetee eae HNOs. 
17. Barium chloride... spalstdetaescioha eticecceed SFOS 2H.0. 
8. Ammonium carbonate... St Satay eases Am,CQs. 
161, * Filter-paper... so sue sup ven acces ouh teceashealt |) GUERRA EE 
B Sulphuric Bel «:.;charcb ee HySO,. 
Ay DEY CU TAG OR GB Ges ciccon ona gns aware scanceaeenea Hg0O. 
K. Ammonium Chloride... ce cee cee ce eee eee NH,Cl. 
100. s. Potassium ch loridescsdcasd ssi iscans seach KCl. 
18. Godt CAMO AEE. oc sdssowcoancehoccbaanace NayCOs. 
112.8." Manganese pale: vesek anh shndcbeoevek tes Wie MnClp. 
19. Borax.. sdesus sda Sebrvayees seekeaEE NagPyOy. 
62. s. Ferrous ‘sulphate... wap deGotuste ooh cenmdxawe Gob dre noel SMa Mce aa 
102. Poca - CHOI 4 5. 50:<c5.2005 caw cosne) asenrneee NaCl. 
160, * Wodd-ebarcoalsscsaiceccctces sscsccacs ete C. 
116. s, Lead acetate (solid),...........sseseeeeeeee|  PbAg.3H2O. 
_ Red cabbage leaves. ......... 101.00 sess senses —_—_ 
ay Hydrochloric 8s. :.. cies 1x0 scons Fags | ee 
6. Ammonia... Bas Pte Sree an NH,HO. 
5. Ammonium chloride... Wa tee tnaduh trontoase NH,CL. 
21 barcieet oy ete ag te spinsoncneaconvie 
2 Turmeric-paper . sedcenceccceasense saseasesesesses 


* The exceptions are Nos. 160 and 161, which numbers refer to 
paragraph 533; also the red cabbage leaves, which are readily ob- 
tainable. 
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533. SuNDRY OTHER REQUISITES NOT INCLUDED 
IN THE PRECEDING LIsTs. 


Reference 


PRE hey Name and description. 


160. Wood-charcoal.—This may be purchased in small 
pieces commonly used for fuel. If required for 
blowpipe experiments (33), the charcoal should be 
tolerably free from eracks and from bark. It may 
be sawn into convenient shape and size by a fine- 
toothed saw. 

161. Filter-paper may be bought in sheets which are cut 
into squares of the required size: these are folded 
and cut as directed in experiment 40 (p. 58). 
Ready cut circular filters can also be purchased, 
which only require to be folded. 

162. Corks.—These should be obtained as free as possible 
from holes or cracks; they must be sound and 
easily softened by pressure. All sizes between 1} 
inch and 4 inch in diameter should be kept in 
stock. For wash-bottles and other permanently 
fitted apparatus in which the cork is not subjected 
to much heating, the india-rubber stoppers are 
much to be preferred to corks, since they are al- 
most imperishable, and retain their elasticity very 
much longer than corks do. 


SUBSTANCES TO BE GIVEN FOR ANALYSIS BY 
THE PRECEDING TABLES AND DIRECTIONS. 


534, It must be understood that the substances men- 
tioned below are merely brought forward as examples of 
what may be given to the student for analysis; the 
teacher will use his own judgment in adopting or ex- 
tending the list. 


535. SUBSTANCES FOR ANALYSIS WHILST TRYING 
THROUGH THE REACTIONS FoR METALS AND ACID 
RADICLES. 


If the student, after trying through the reactions for 
each of the metallic groups, intends to analyze substances 
containing one member only, or any two or more mem- 
bers, of that group, it is a good plan to give him first a 
few substances containing only one member and to 
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gradually increase the number present in those subse- 
quently given. It is well to give these substances in 
the dissolved state* as a rule, as they are intended 
mainly to afford practice in separation and detection 
according to the group-tables, and the time spent by the 
student in preparing the solution is therefore wasted. 
Occasionally, however, a solid substance may be given 
in which the metal or acid radicle present is to be de- 
tected by blowpipe tests or other tests made on the solid 
substance. 

As examples of the substances to be given, in the 
order best suited to the gradual advance in difficulty, 
the following selected for Groups V, IV, and III 8 will 


Serve : 


Group V. Group J av, Grow T ITT b. 
Solution of NaCl Solution of Bal. 2H.0 Solution of ZnSO. 7H,O 
“NHI “ Sr(N Ogio HoO Mn¢l, 
ne a thee Ah 6H,O - NiSO,.7H,O 
“ NaCl+KCl “ — Sr(NOq).4H.0+ “ — Co(NO3)o.6H2O 
“ — NaCl+NH,Cl+ CaClo.6H.O “« ~ MnCly+ZnS0.7H,0 
KCl “ — BaClo.2H.0-+ “Co NO, o.6H.O0+ 
“  NaCl+NH,Cl Sr(NO3)9.4H20 + NiSO,7H2O+ 
“  MgSO,.7H.0 + CaCly 6H.O ZuSO,.7H20 
NaCl+KCl “  — BaClo.2HsO0 + etc., etc., etc. 
Sr(NO3)o.4H.O0 
Solids: — NaCl, NH,Cl, Solids :—MnClg, NiSO,. 7H20 
KCl, AmC1l+NCl, ete. Co(NO3)2.6H20, 
ZuSO,.7 1,0, ete. 


536. Substances are given to be tested for the members 
of an acid-radicle group in the same order (535),* the 
first substances containing one member only, those sub- 
sequently given containing two or more members of the 
group. 


537. SUBSTANCES FOR ANALYSIS BY THE DIREC- 
TIONS CONTAINED IN SECTION VY. 


Any one of the solutions. named in paragraphs 529 
and 530 may be given for analysis by Section V, some 
of them being neutral, some acid, and others alkaline 


* The solutions already made for the reactions, paragraphs 529 
and 580, will serve very well for this purpose, being given either 
singly or mixed. 
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in reaction. The following more difficult solutions with 
acid or alkaline reaction may also be added to the list : 


Acid. Alkaline. 


Cag‘ PO,» a Bone-ash”’) dissolved in | KSbO, dissolved in water. 


dilute Na,siO,; “ “ (solution of “sol- 
= OO” dissolved i in dilute a = get uble glass ae : 

£( BOs o* a,Sn ‘preparing salt’ 
BacrOQ, “HCI : of the dyer). 


Any of the solid salts which were dissolved in order 
to prepare the solutions in paragraphs 529 and 530, 
may be given for analysis as solid substances by (331 
et seq.). 

i aoe of substances possessing metallic appear- 
ance (366), the following may be mentioned as suitable 
for analysis : : 


Zn, in pieces or filings. NiAs (Kupfernickel). 
, “ - Graphite (Black lead). 
FeS, (Iron Pyrites). Iron filings. 


As insoluble substances which require to be exam- 
ined by (367 et seq.), the following may be given for 
analysis : 


BaSO,. CaFs. 

PbSO,. FeCroO. (Chrome Tron Ore). 

Ag(l. S (as pieces of roll sulphur). 

Sn0Oz (Tinstone). C (as powdered wood-charcoal or plumbago). 


538. SoLtip SUBSTANCES TO BE ANALYZED BY THE 
PRELIMINARY EXAMINATIONS. 


For the Preliminary Examinations for Metals (387) : 


Simple. | Complex. 


NH,Cl ee a ZnSO,.7H2V0 AmCl1+NaCl AIK(S04)o.12HO 
Hg Io MnCl, HgCle+ BaClo.2H,0 | Sn0.+Sr(N3)o. 4H,0 
AsoOa erie | Co(N0s)26H,0 || MnCl+KCl | CaCO, +ZnS0,.7H,0 
KNO UNO AHO | NISO«7Hy0 Nis, 7H,0 + Cres +MnCly+ 
Cr203 | CuS0,6H,0 Sn0, ZnSO04.7H20 NaCl. 


(See note.) 


* Made by mixing hot solutions of Na2B,O, and Mg(NO3)o, 
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Note.—Best finely powdered, since its color is then almost de- 
stroyed. 


For the Preliminary Examination for Acid Radicles 
(410): 


Simple. Complex. 
CaCOs FeS NaS.03.5H,0 CaCO,+KNOsg 
Na S05.7H20 KNOs KBr CaClV +CaFs 
Cat ‘1,0 KCIOs NaA NaolO3+KI. 
NaCl KI 


A few of the above-mentioned solids may then be 


examined by both Preliminary Examinations for both 
“Metals and Acid Radicles. 


539. SUBSTANCES TO BE ANALYZED BY THE GEN- 
ERAL CouRSsE (3880 et seq.). 


The following lists are so arranged that the analysis 
of the substances contained in them is more difficult in 
each column proceeding from left to right, and usually 
also in proceeding in one and the same column from top 
to bottom. For examples of Alkaline Solutions, see 
(537) : 


SUBSTANCES FOR ANALYSIS BY THE GENERAL COURSE. 


de 2. 3. 
Simple soluble Complex soluble substances. Complex soluble 
substances. substances. 


BaCl-2H,0 | CaCl 6H,0 + BaCl,2H0 +Sr(NOq n4H,0 ae 
MnC 2 AIK SO,4)o. 12H,0+C rK(SO., r Yo ZusSO- 7H.O 
HgCl, MnCly+ZnS0,.7H0+CuS0,6H,0 rete 


MgS0,7H.0 | Pb(NO3\.+HgClo+ NaCl ASoO3 
KCl * AsoO3 +CaCO3+ BaCOg Conon 12H,0 
*Zn04-MgCO,+KC103 Co(NOs) tia 
*MgCOsz, + BaCO3+ PbCOs Hegel NO? fy 
ete., ete, ei (NOs ‘ii 


BicNOs\s 5H;0 
etc., etc, 


* To be given in the solid state. 
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4. 5. 
Substances yielding a | Substances partly or 


phosphate ata entirely insoluble. 

tate in Group III. 
CaClo.6H,0 BaSO, Metallic Substances (467 et seq.) 
ty SiO, +8 Tron pyrites (FeS,) 
N HPO,.12H,O BaS0, +CaF,+Sn0, Tron filings (Fe) 

Zine clippings (Zn) 
BaCly.2H,0 BaCly.2H,O0 Brass filings (Cu+Zn) 
Mgip AIK(S0O,)o.12H,0 German silver (Cu+Zn-+Ni) 
Fe), AgNO, Bronze (Cu+Sn) 
Nast PO, HO ‘ties Type-metal ‘Sb+Sn+Pb) 
iO. a 
Co( NO0s6 H,O is Silicates (480)— 
CaClo.6 H2,0 Fire-clay (Alg03.2Si02) 
MnCl, Boowercles (* +Fe) 
CrK S0,)2.12H,0 PbSO, + BaSO, Window-glass (Na,Ca si0,) 
cae ies H.O PbCrO, (ignited) Flint-glass (Pb, K, SiO.) 
@tc., € pes 


Cyanogen Compounds (482)— 
Any of the foregoing which 
has been mixed with KCy, 
KCyS, K,FeCy,.3H,0, 

Ky eaCy 12, KgCooCy x2 


APPENDIX I. 


REACTIONS FOR THE RARER ELEMENTS. 


Tuis Appendix contains some of the most important 
reactions for many of the rarer elements. The arrange- 
ment here used is that adopted in Section 1V, those 
elements being placed together which are precipitated 
in the same analytical group: the groups are arranged 
in the order in which they occur in the General Table. 
A scheme for the detection of these elements follows 
(553), showing in which group they are precipitated in 
the General Table, and by which reactions they will be 
most readily found. 


GROUP I.—SILVER GROUP. 


In this group are included Tl and Wo: the former is par- 
tially precipitated as chloride by HCl, the latter com- 
pletely as tungstic acid. 

Thallium is only partially precipitated in Group I, since 
its chloride is not quite insoluble in water: it belongs 
also to Group III B, being entirely precipitated by Am,S. 


540. THALLIUM (T1).—Use T1,SO, solution. 


Tl occurs in small quantity in many niteteal sulphides, 
often also in the ashes of plants and in mineral waters. 
Tl yields both thallic and thalliows salts, but the former 
are very unstable, changing even when their solutions 
are heated into thalliows salts. 

HCl: a white precipitate, which rapidly settles, does not’ 
blacken in the light, and is soluble in aqua regia. It is 
soluble in a large quantity of water, and therefore does 
not form in dilute solutions. 
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KT: a yellow precipitate ; almost insoluble in water, more solu- 
ble in KI solution. In a solution containing Fe, any ferric 
salt must first be reduced by H,SO, before adding KI. 

-PtCl,: orange-red precipitate, slightly soluble in water. 

Am,S: black precipitate, which is easily coagulated by heat, 
is insoluble in AmHO, alkaline sulphides, and in KCy: 
it is readily oxidized by the air to TI,SO,, and is easily 
soluble in mineral acids. Tl is entirely precipitated by 
H,.S from a solution in which HA is the only free acid 
present, but free mineral acids prevent the precipitation 
entirely. 

Flame coloration.—Thallium compounds impart to the Bunsen 
flame an intense green color, which, however, rapidly 
disappears. The spectrum (p. 360) is very characteristic, 
consisting of one bright emerald-green line. Thallium 
may usually be easily detected by the spectroscope in so- 
lution, or better in any of its precipitates mentioned 
above. 


541, TunestatrEs.—Use Na, WoO, solution. 


Wo usually occurs in the form of a tungstate. The insolu- 
ble tungstates yield soluble alkaline tungstates on being 
fused with alkaline carbonates. From a solution of alka- 
line tungstate HCl precipitates the tungstic acid entirely. 

HCl (HNO, or H,SO,), white precipitate (H,Wo0,), becom- 
ing yellow on boiling: insoluble in excess of acid, but 
soluble in AmHO. A piece of Zn dropped into the acid 
liquid containing the precipitate yields a deep blue color. 

SnCi, (a neutral solution made by dissolving SnCl, crystals in 
water and filtering) : yellow precipitate, becoming blue on 
addition of HCl and heating. Am,S yields no precipi- 
tate in a solution of alkaline tungstate; but if, after add- 
ing Am,S, the liquid is made acid with HCl, brown WS, 
is precipitated. 


Microcosmic bead :— 


In outer flame—Colorless or yellow. 

In inner flame—Blue: if a little FeSO, is fused into the 
bead the color changes to blood-red. 
These colors are best seen when the 
bead is perfectly cold. 


GROUP II a.—COPPER GROUP. 


In this group are included Pd (Os, Rh, Ru): they are pre- 
cipitated as sulphides by H,S from acid solutions, and the 
sulphides are insoluble in Am,S, and in caustic alkali 
solution. 
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542. PaLtaptum (Pd).—Use PdCl, solution. 

Pd occurs as a metal in native platinum, also in gold and 
silver. Palladium solutions are reddish-brown, or yel- 
low if dilute : addition of water precipitates a basic salt, 
unless sufficient free acid is present to prevent it. | 

H,S: a black pp., in neutral, alkaline, and acid solutions: this 
pp- is insoluble in Am,S, but soluble in boiling HCl or in 
aqua regia. 

AmHO: flesh-colored pp. (PdCl,.2NH,) ; soluble in excess of 

AmHO to a colorless liquid, from which HCl precipitates 

yellow crystalline paladammonium-chloride (N,H,Pd// 


HgCy,: yellowish-white gelatinous pp. (PdCy,), slightly solu- 
ble in HCl, easily solublein AmHO. Very characteristic 
reaction. 

KI; black pp. (PdI,). Very characteristic. 


GROUP ITI s.—ARSENIC GROUP. 


In this group are included Mo, Se, Te (Ir). 
543. Motysparss (Mo).—Use Am,Mo(Q, solution. 


Mo occurs as a molybdate; also as sulphide, which may 
be readily converted into MoO, by ignition in the air 
or heating with HNO,. Unignited MoO, dissolves in 
acids; ignited MoQ, is insoluble in acids, but easily 
soluble in alkalies. 

HCl (HNO, or H,SO,), added in small quantity to an aqueous 
solution of a molybdate, yields a precipitate which is 
readily soluble in excess of the acid. 

H,S, added in very small quantity to the acidified solution gives 
a blue liquid, in larger quantities a brown pp. (MoS,) ; the 
precipitation becomes complete only when the solution is 
heated and H,S passed for some time: the pp. is soluble 
in solutions of alkaline sulphides and hydrates, from which 
it is reprecipitated by acid added in excess. 

Zn or SuCl,, added to a solution of a molybdate in HCl, colors 
it brown, green, or blue, according to its state of concen- 
tration. 

ECyS, added to a solution acidified with HCl, gives no colora- 
tion ; but on dropping in a piece of Zn a beautiful crimson 
color is produced, which, when the liquid is shaken with 
ether, is taken up by the ether. 

Na,HPO,, added in very small quantity to an acidified solu- 
tion (best with HNQO,) of a molybdate, gives, on gently 
warming the liquid, a yellow precipitate readily soluble 
in excess of alkali-hydrate solution. 

Borax bead: outer flame, yellow; inner, dark-brown. 

Microcosmic bead: outer and inner flames, green. 
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544, SELENivUM (Se).—Use a metallic selenide, an alkaline sele- 
nite and selenate. 

Se oceurs as metallic selenides (e. 9., of Fe, Cu, Ag). A 
selenide heated in an open tube evolves a smell of de- 
caying horse-radish, and produces a gray or red subli- 
mate of Se: the smell is very characteristic. 


a. Selenites: 


H,S gives in acid solutions, if cold a yellow, if hot a - 
reddish-yellow pp.: soluble in Am,S. 

BaCi, in neutral solutions a white pp.: soluble in HCl 
or HNO,. 

SnCl, or H,SO, gives in the presence of free HCl a red, 
or in warm solutions a gray pp of Se. 

Cu in a hot HCl solution becomes covered with a black 
film: the liquid on standing with the Cu for some 
time becomes colored red with Se. 


5. Selenates : 


HCt produces no change in the cold; but on boiling Cl 
is given off and the selenate reduced to selenite, to 
which the above tests under a. may be applied. 

BaCi,: a white pp. (BaSeO,); insoluble in cold HCl; 
dissolved by boiling with HCl with evolution of Ol 
and reduction to BaSeQ,. 


c. Selenium in any form of combination is detected by the 
following reactions: 


Heated on charcoal in the inner blowpipe flame a smell 
of rotten horse-radish is perceived. 

Fused on charcoal with Na,CO, in the inner blowpipe 
flame a fused mass is obtained, which when moist- 
ened on Ag yields a black stain, and on addition 
of HCl evolves H,Se. 


545. TeLLuRiuM (Te).—Use a metallic telluride, an alkaline 
tellurite and tellurate. 
Te occurs united with metals (e. g., Au, Ag, Bi, Cu, Pb). 


A telluride heated in an open glass tube gives white fumes 
and a sublimate which differs from that given by Sb, 
by being fusible before the blowpipe. 


a. Tellurites: 
H,0: on dilution with water tellurous acid is precipi- 
tated from the acid solution. 
H,S: in acid solutions a brown pp. (TeS,); easily solu- 
ble in Am,S. 
H,SO,, SnCl,, or Zn precipitates black Te. 


16 
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b. Tellurates. 


HC! produces no change in the cold, but on boiling Cl 
is evolved, and the tellurate is reduced tellurite; 
the solution then gives the above reactions under (a). 


ce. Tellurium in any form of combination, if fused with Na, 
CO, on charcoal in the inner blowpipe flame, gives so- 
dium telluride ; a solution of which gives a black stain 
on Ag, and on being acidified deposits black Te and 
evolves TeH,. 


GROUP III.—IRON AND ZINC GROUPS. 


In this group are included U, In, Ti, Be, T] [V], (Zr, Ce, Ta, 
Nb, La, Di, Y, E, Th). 

Tl is often partially precipitated as chloride in Group I, and 
its reactions are given under that group. V is not pre- 
cipitated by Am,S unless acid is added in excess after 
Am,S. 


546. Uranium (U).—Use (UO,)/’(NO,),. 


U occurs in nature principally as pitchblende (oxide), also 
as uranite (a hydrated uranium-calcium phosphate) and 
chaleolite (hydrated uranium-copper phosphate). 


AmHO (KHO, NaHO): yellow pp., insoluble in excess. 

Am,S gives in neutral solutions a dingy-yellow or brown pp. of 
uranium oxysulphide, which is soluble in Am,CO, (diff. 
from ZnS, Mn8, FeS, etc.). The pp. settles slowly unless 


AmCl is added; it is soluble in acids, even in HA: on 
heating with Am,S in excess it is changed into uranous 
oxide and sulphur. 

H2S produces no pp. in acid solutions. 

Am,CO, (KHCO,, NaHCO,): yellow pp., easily soluble in ex- 
cess; from this solution the uranium is reprecipitated by 
addition of NaHO or KHO, or by boiling. (Diff. from 
Fe. 

Key gives in acid solutions a reddish-brown pp. The pp. 
is distinguished from the similar one produced in a copper 
solution by dissolving in excess of AmHO to a yellow 
fluid. 

BaCO,: complete precipitation even in the cold. 

Zn changes the yellow color of acid solutions to green. 

Borax and Microcosmic beads : 

Outer flame, yellow ; inner flame, green. 


| 
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547. InpivuM (In). 

. Alkali-hydrates precipitate a hydrate resembling Al,Ho, ; in- 
soluble in excess. Indium solutions are also precipitated 
by alkaline carbonates, by Na,HPO,, by boiling their 


neutral solutions with NaA, by BaCO,, and by alkaline 
oxalates. 

HS gives no pp. in strong acid solutions, in dilute and feebly 
acid solutions a little sulphide separates, in a solution 


containing no free acid but HA the metal is entirely pre- 
cipitated as yellow sulphide: the pp. is insoluble in cold, 
soluble in boiling, Am,S; from the boiling solution white 
sulphide separates on cooling. ‘ 


Am,S, added after H,T and excess of AmHO, gives a white 


pp-, becoming yellow on treatment with HA. 

Flame coloration: bluish-violet. The spectrum shows two 
very characteristic blue lines, which are brilliant, but 
very rapidly disappear when the chloride is employed: 
see p. 360. 


548. Beryiiium (Be).—Occurs as silicate in phenakite, and as 
silicate with Al-silicate in beryl and emerald. 

Am.S (AmHO, KHO, NaHO): flocculent hydrate is precipi- 
tated resembling Al,Ho, in its appearance, and in being 
soluble in KO. Differs from Al,Ho, in being precipi- 
tated from its solution in KHO by dilution and long boil- 
ing, and by being soluble when freshly precipitated if it 
is long boiled with AmCl solution. 

Alkaline carbonates precipitate a carbonate soluble in excess, 
especially in Am,CO,; from these solutions the carbonate 
is reprecipitated, on diluting and boiling for some time, 
vin especial ease from the Am,CO, solution (diff. from 
Al). 

BaCoO, precipitates Be solutions completely : H,C,O, and alka- 
line oxalates produce no pp. Moistened with Co( NOs), 
solution and heated on charcoal in the outer blowpipe 
flame, a gray mass is obtained (diff. from Al). 


549. TrTanivum (Ti.).—Occurs as TiO, (with traces of Fe, Mn, 
Cr) in rutile, anastase, and brookite: also as TiO, in com- 
bination with Fe in titaniferous iron ore. 

Ignited TiO, is insoluble in water and most acids: it is 
easily soluble in HF, less readily in boiling strong 
H,SO,: it is also rendered soluble in cold water by 
fusion with KHSO,. TiO, differs from SiO, in not 
being volatilized when heated in a platinum dish with 
HF and strong H,SO,. 

By dilution and long boiling, hydrated TiO, is precipitated as 
a white flocculent pp. from solutions in H,SO, (or HCl), 
and from the aqueous solution of the fusion with KHSO,: 
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the pp. is metatitanic acid. It cannot be filtered off un- 
less an acid or AmC1 is added. 

AmHU (KHO, NaHO, Am.,S, or BaCO,), white floceulent pp., 
insoluble in excess: if precipitated and washed in the 
cold the pp. dissolves in HCl and in dilute H,SO,. 

Zn or Sn gives in acid solutions a blue, or if dilute a rose- 
colored, liquid. 

Na,S,0,, on boiling, precipitates Ti solution entirely (diff. 
from Fe). 


Microcosmic bead : 


In the outer flame: yellow whilst hot; colorless, cold. 

In the inner flame: yellow, hot; violet,cold. The production 
of these colors is much aided by add- 
ing a fragment of Sn. Addition ofa 
small quantity of FeSO, gives in the 
inner flame a blood-ved bead. 


550. VANADIUM (V.) 


Occurs in vanadinite [8Pb,(PO,),.PbCl,], and in certain 
Fe and Cu ores. 

Vanadium is known in several stages of oxidation; it 
will usually occur in analysis as vanadic acid or a 
vanadate, which in acid solution is of a yellow or 
reddish color. 

H,S (H,SO, or H,C,0,) reduces acid solutions of a vanadate, 
and causes the color of the solution to change to blue: 
with H,S a deposit of sulphur also forms. 

Am,S, if added in excess, gives a brown liquid, in which an 
excess of acid causes a brown pp. of V,S;; excess of Am,S 
dissolves this to a reddish-brown liquid. 

Zn gives in a very dilute solution acidified with H,SO,, and 
gently warmed, a blue color, which changes into green and 
then lavender-blue. 

Solid AmCl, added until the solution is saturated, precipitates 
Am,V0,, which is insoluble in saturated AmCl solution. 
Very characteristic reaction, 

H,0, when shaken up with an acid solution imparts a red 
color, which is not removed by shaking with ether. This 
is a very delicate test. 

Boraz bead: : 

In outer flame; colorless or yellow if much V is present. 
In inner flame; green hot and cold; if much V is present, 
brown hot, and green cold. 


GROUP V.—POTASSIUM GROUP. 
In this group are included Li, Cs, Rb. 
551, Lirxrum (Li). 


Li occurs frequently in mineral waters and 1n the ashes 
of plants, also in small quantities in the minerals 
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lepidolite, triphane, and petallite. It is allied to the 
Barium Group by the difficult solubility of its car- 
bonate and phosphate; and it differs from K and 
NH, by not being precipitated by PtCl, or by H,T: 
from Na it is readily distinguished by the flame 
coloration and spectroscope. LiCl is separated from 
KCI and NaCl by its insolubility in a mixture of 
absolute alcohol and ether. 


Na,HPO, added to the not too dilute solution, made decidedly 


alkaline with NaHO, gives, on boiling, a white erystal- 
line pp. (Li,PO,) which quickly settles. Traces of Li 
may be precipitated by adding Na,HPO,, then NaHO 
until the liquid remains alkaline, evaporating to dryness 
and washing the residue with dilute AmHO. This pp. 
differs from the phosphates of Ba, Sr, Ca, and Mg by 
fusing in the blowpipe flame and being absorbed by the 
charcoal support, also by its diluted solution in HCl giving 
no pp. on addition of AmHO in excess in the cold, but a 
white crystalline pp. on boiling. 


Flame coloration: this is carmine-red; the spectrum (see p. 


360) consists of two lines, an intense carmine-red line (2) 
and a feeble orange-yellow line (4). This coloration is 
concealed by that of Na, which, however, does not in- 
terfere with the lithium spectrum: the Na coloration is 
also removed if the flame is viewed through the indigo- 
prism, whereas that of Li can pass through the thinner 
parts of the prism; it differs from the K coloration, how- 
ever, in being unable to penetrate the thicle layers of 
indigo solution, or in being much weakened by its pas- 
sage. As silicate, Li only gives the flame coloration after 
fusion with CaSO,; the phosphate requires to be first 
moistened with HCl. 


552. Rusrpium (Rb), and Casivum (Cs). 
These metals occur in small quantities in some mineral waters 


and in a few minerals. Their compounds resemble those 
of K in being precipitated by PtCl, and by H,'l, and in 
giving a similar flame coloration. Characteristic differ- 
ences are, the much, greater insolubility in water of the 
platino-chlorides, which enables the K,PtCl, to be dis- 
solved away from Rb,PtCl, and Cs,PtCl, by boiling the 
pp- with successive small quantities of water: the alums 
also show a similar difference in solubility in cold water. 


Cs and Rb are readily distinguished from one another and 


from other elements by their spectra (see p. 360). For 
Cs the biue lines (a, @) are especially distinct and charac- 
teristic: in the Rb spectrum the indigo-blue lines (2, ) 
are very distinct, but the red lines (7, ¢) are most charac- 
teristic. For the spectroscopic test the chlorides are the 
most suitable. 
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553.—GENERAL Group TABLE FOR 


Group I. Reagent HCl. 


The group pp. may contain in 
addition to AgCl, HggClo, PbClo: 


TICl: which will usually be 
readily detected by a spectro- 
scopic examination of the 
group pp. It may be re- 
moved from the group pp. by 
boiling with a little water 
and ppd. from the cold filtrate 
by KI (Pb is also thus pp4.): 
the pp. is yellow, and gives 
the thallium spectrum. 


H,W0O,: awhite pp., becoming 
yellow on boiling. Its pres- 
ence is confirmed by drop- 
ping a piece of Zn into a por- 
tion of the acid liquid and 
pp., when a deep blue color 
will be obtained. 

Also by fusion of the pp. in 
a microcosmi¢e bead, which 
will be colorless or yellow in 
the outer flame, b/ue (or with 
FeS0O,, blood-red) in the inner 
flame. 


Group II. Reagent H,S. 


The group pp. may contain as sulphides, in ad- 
dition to Hy, Pb, Bi, Cu, Cd: ” 


Pd (black-brown), ‘ 
Tl (black; ppd. with asso} ae in 
(Os, Rh, Ru.*] . 


And in addition to Sn8, a SbS3, ASoS3, 
tS: 


AuS3, Pi 
{Jr-sulphide*] 
Mos 5% (brown) Soluble in 
Se- $3 (red-yellow) Am,S, 
Te- - (black) 


The yellow color of a solution containing V 
changes to blue. 


Tlis readily found by the spectroscope in the 
group pp- ; 

Pd will remain in solution in excess of 
AmHO with Cd and Cuin Table II a; from 
this solution it is pp4. by adding HCl: its 
erga may be further confirmed by the 

gCy. or KI tests. 


The examination of the sulphides in Group 
II B, when the above elements may be 
present is best commenced by fusion with 
NasCOs and NaNOs. From the fused mass, 
water dissolves sodium-arsenate, -molyb- 
date, -selenate, and -tellurate, leaving SnOx, 
sodium- antimonate, Au, Pt, and Ir undis- 
solved ; the elements may then be detected 
by special tests. For the separation and 


detection of the platinum metals a larger 
work must be consulted. 


* Only completely pp4. if the liquid has been 
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PRECIPITATION OF RARER ELEMENTS. 


Group II. Reagents 
AmCl, AmHO, and 
Am,S8. 


The group pp. may contain 
as pet al in addition 
to Fe, Zn, Mn, Ni, Co: 


And as hydrates in addi- 
tion to Al, Cr (and phos- 
phates, etc.): 


Ti (white, floceulent). 

Be Veta gelatinous). 

rr ‘ 

Ta, Nb, Ce, La, Di, Y, E, 
Th.) 


Tiand Jn will usually be 
readily detected by a 
a 

nm of the pp. 


Tl may be first separated 
and detected by disolv- 
ing some of the group 
PR; in boiling dilute 

Cl, and reducing any 
Fe present in the solu- 
tion by H,SO,; then 
Rrecindsaties Tl by ad- 

ition of KI, and test- 
ing the pp. by the 
spectroscope. 


A more complete scheme 
for the analysis of this 
Ape 2 pp will be found 

n par. (p. 356.) 


Precipitated from the 
filtrate from Group III 
by excess of HCl. 


As sulphides : 


V_ (black). 
W (trace, brown). 
Ni (trace, black). 


+. 


This pp. is dried and then 
fused with a mixture 
of Na,CO; and KNOg: 
on boiling the mass 
with water, NiO re- 
mains undissolved; it 
is filtered off, and its 
presence confirmed b 
fusion in a borax bead. 


The aqueous solution 
may contain alkaline 
vanadate and tung- 
state, Vis ur gg by 
saturating the liquid 
with AmCl, and its 
presence confirmed in 
the pp. by the borax 
bead, and by dissolvin 
the pp. in HCl an 


employing the reac- 
tious with HO, and 
with Zn. 

The filtrate (after con- 
centration, if neces- 
sary) is acidified with 
HCl, and the _ pres- 


ence of W confirmed by 
the Zn reaction and 
the microcosmic bead. 


warmed, and HS passed for a long time. 


Group V. 


The filtrate after the sep- 
aration of all the group 
precipitates, may con- 
ip besides Mg, K, and 

a: 


Li, Cs, Rb. 


These metals are readily 
detected by their very 
characteristic spectra 


(p. 360). 

LiCl may also be de- 
tected by its behavior 
with NagHPQ, 


Before proceeding to the 
spectroscopic examina- 
tion, it is well to con- 
vert them into chlo- 
rides if they are not 
already in that form. 


If the chlorides are evap- 
orated to dryness, and 
extracted with ahso- 
lute ether and alcohol, 
to which a few drops 
of HCl have been add- 
ed, LiCl, RbCl, CsCl 
dissolve, whilst the 
greater part of the 
KCland NaCl remain 
undissolved. 


The solution is evapora- 
ted to dryness, dissolv- 
ed in a little HCl and 
Rb and Cs are pp4. by 
PtCi,; this pp. is boiled 
with small quantities 
of water until it no 
longer gives the K spec- 
trum, the spectra of 
Rb and Cs will then be 
seen, if present. Li is 
found in the filtrate 
after adding PtCl,. 


a ee ee ee a ee eee eee 
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APPENDIX II. 


USE OF THE SPECTROSCOPE FOR ANALYSIS. 


555. When the light from a bright gas or candle-flame is al- 
lowed to pass through a narrow slit, and is then looked at through 
an appropriately cut glass prism, a series of colors is seen follow- 
ing one another without break or interruption; such a band of 
colors has received the name of a “continuous spectrum.” The 
direct-vision spectroscope * is a little instrument furnished at one 
end with the requisite slit, whose width may be varied by means 
of a projecting screw-collar: at the other end will be found a 
draw-tube containing lenses for focussing, and the body of the 
instrument incloses the glass prisms. On looking at a bright gas 
or candle-flame through this spectroscope a “ continuous spectrum”? 
will be seen, whose margins may be sharply focussed by means of 
the draw-tube A similar spectrum is seen when any brightly 
glowing non-volatile substance is viewed through the spectroscope. 

Many substances, however, when strongly heated volatilize; 
and their glowing vapors emit light whose color is in many cases 
peculiar and characteristic ; mention has been already made of this 
fact in par 32, and its importance as a means of detecting certain 
elements was there stated. 

When such a vapor is viewed through the spectroscope, a “ dis- 
continuous (or ‘ line’) spectrum ”’ is seen, which consists of one or 
more colored ‘lines ’’ or “ bands,’’? whose position and color are 
characteristic of that particular vapor. Thus Na vapor yields one 
bright yellow line, Li one intense carmine line, whilst K gives two 
lines, one red and the other violet. These lines are readily seen 
by holding in the Bunsen flame a loop of platinum-wire, which 
has been previously dipped into strong NaCl, LiCl, or KCl solu- 
tion, and viewing the colored flame through the spectroscope. But 
not only does this method of analysis serve to detect the elements 
when occurring separately, it also detects each of them when two 
or more are present together, since the spectrum of each is then 
seen without any interference from the others: thus, although the 
Slame coloration of K or of Li is entirely masked by that of Na 
when the chlorides of both metals are held in the flame together, 
the two spectra are distinctly seen side by side when the flame is 
looked at through the spectroscope; and both Li and K are thus 
readily recognized when present with Na. 


* This is the cheapest and most handy form of spectroscope, and 
pad be purchased of the makers, Messrs. Browning, of the Strand, 
ondon. 


16* 
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The delicacy of this method of detection is extreme; thus the 
svo0dvs00th of a gramme of Na can be distinguished by the ap- 
pearance of its yellow spectral line. 

The accompanying chart (p. 860) gives the relative position of 
the most important lines in thirteen different spectra. It is meant 
to serve merely as a guide to the beginner: when the student has 
accustomed himself to the appearance of the spectra, reference to 
the chart will become unnecessary. 

It is important to remember that the coloration of the Bunsen 
flame can only be produced by substances which are volatile at the 
temperature of the flame, and that the coloration due to any ele- 
ment is more intense the more volatile is the compound employed. 
Thus KCl and KNO, are readily volatilized in the flame, and 
color it strongly ; K,SO, is somewhat less volatile, and the colora- 
tion it yields is correspondingly feeble ; K,COQ, is still less volatile, 
and imparts little color to the fame; whilst K,SiO, is non-volatile, 
and yields no flame coloration whatever. Hence in testing for an 
element by the spectroscope, care must be taken to insure its con- 
version, if present, into a form of combination which is volatile 
in the Bunsen flame. As a rule, chlorides and nitrates of the 
metals are the most volatile salts; sulphates are less volatile, car- 
bonates still less so, and silicates are usually non-volatile. It is 
in many cases sufficient to moisten the substance upon the plati- 
num-wire loop with strong H,SO, or HCl before introducing it 
into the flame; the sulphates of Ba, Sr, and Ca should be first re- 
duced to sulphides by heating them in the inner blowpipe flame, 
the sulphides are then readily converted into chlorides by moisten- 
ing them with HCl. K,SiO, in a natural silicate yields no K 
flame coloration ; by fusion of the powdered mineral with gypsum 
powder, however, the K,SiO, is converted into K,SO,, and the 
sulphate yields. the K coloration readily : 


K,SiO, + CaSO, = K,SO, + CaSiO,. 


Owing to the invariable presence of small quantities of Na in 
atmospheric dust, and to the extreme delicacy of the spectroscopic 
reaction for Na, the Bunsen flame always shows the Na line when 
looked at through the spectroscope, and the brightness of the line 
may be increased by striking the table, or in any other way rais- 
ing dust, in the neighborhood of the flame. This is in many re- 
spects advantageous ; since, by rendering the Na line distinct, by 
regulating the width of the slit and the position of the focussing 
lens, the spectroscope may be placed in adjustment before intro- 
ducing into the flame the substance whose spectrum is to be-ob- 
served. The Na line further serves as a fixed point from which 
the position of the lines of other elements may be judged; and in 
order to assist the student in so using it, the position of the Na 
line is indicated in all the other spectra on the accompanying 
chart by means of a dotted line. 

556. When working with the spectroscope the Bunsen flame 
should be so placed as to have a dark background, in order that 
light from the flame only may enter the slit: if not working in a 
darkened room, a piece of black velvet or cloth may be hung be- 
hind the flame; this is, however, not indispensable ; it will usually 
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be sufficient to avoid the entrance of direct or brightly. reflected 
light into the instrument. It is best to view first either the sky 
or a bright flame—such as that obtained by closing the air-holes 
at the foot of the Bunsen burner, and to turn the spectroscope 
‘into such a position that the continuous spectrum becomes hori- 
zontal with its red end to the left hand; the instrument is next 
directed on a portion of the non-luminous Bunsen flame about 
two-thirds of the height from the flame’s base, and held either by 
a clamp or very steadily by the hand, in this position. The Na 
line is then focussed as directed above, and, whilst carefully watch- 
ing the flame through the spectroscope, the substance is introduced 
into the outer part of the front of the flame at about one-third the 
flame’s height from its base: the observation of the flame is con- 
tinued for a short time after moistening the substance with acid as 
directed above. The careful observation of the flame during the 
introduction of the substance into the flame is necessary, since 
some elements (e. g., Tl), when present in small quantity, give a 
spectrum which appears only as a momentary flash: other sub- 
stances appear only as the substance attains the full temperature 
of the flame, and their spectra are therefore seen only after the 
substance hus been heated in the flame for some time. 

The regulation of the width of the slit mrust depend upon cir- 
cumstances. A wide slit admits more light and increases the 
brightness of the lines; a narrow slit causes the lines to be more 
widely separated, and thus prevents neighboring lines from blend- 
ing, and generally enables their position to be more accurately 
noted. It is well to use a narrow slit, unless working with a faint 
flame coloration, or unless lines of feeble intensity have to be 
looked for. 

The spectroscope is more especially useful in qualitative analysis: 

Ist. In detecting readily K and Li, and other substances whose 
flame colorations are masked by that of Na, when occurring with 
Na. 

2d. It also rapidly distinguishes Sr from Ca; since as shown in 
the chart the Sr spectrum contains a characteristic blue line d, as 
well as certain red lines situated to the left hand of all those in 
the Ca spectrum ; the green line 4 of Ca is also very distinctive of 
that element. Ba is specially characterized by the four green 
lines, a, 8, y, % 

8d. The spectroscope is of great value for detecting the rarer 
metals, Li, In, Tl, Cs, Rb, which usually occur in comparatively 
small quantity in nature: the last four of these metals were first 
searched after and discovered on account of their very marked 
spectra having been seen by the spectroscope. 

557. Spectrum Chart.—In using the chart below, the color of a 
line in any spectrum may be found by referring to the head of the 
chart, and seeing in which of the bracketted spaces it falls: above 
each bracket is placed the initial letter of the name of the color: 
the colors run from left to right in the following order: Red, 
Orange, Yellow, Green, Blue, Indigo, Violet. 

The chart is a reduction from Bunsen’s map: the relative posi- 
tion of the lines is given correctly: those in each spectrum which 
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are most striking or characteristic are made thicker than the rest, 
and are denoted by Greek letters in the order of their relative im- 
portance. Many of the thin lines will not be seen by means of a 
small pocket spectroscope. 


ox RB. 


SIE! ees ee 


Ba. 


“| Wil. 1 


by € RX 


* This spectrum is seen when boric acid or a borate is fused with 
a little Na,CO, on a loop of platinum wire, and the flame colora- 
tion obtained from this bead is examined. 


APPEN DEX. TEL 


- §58, LIST OF CHEMICAL ELEMENTS, WITH THEIR 
SYMBOLS AND ATOMIC WEIGHTS. 


Note.—The words in brackets are the Latin names of the ele- 
ments from which the symbols have been derived. 


Atomic | Atomic 


“Name. Symbol. Weight. Name. Symbol. Weight. 
Aluminium............... Al. 27.5 || Molybdenum............} Mo. 96 
Antimony ‘emonele Sb. 122 BUIOMOE dicsduatonivesesacers | Se 59 
Arsenicum .. nen As. 75 WRIOURUIM cev ccpecdass svnssx| Del 94 

Ba 137 GEO RBT sche cs sse vee |) BR 14 
Bi 210 RESMENIA ID alsa. i ptiasdoiee vee ion Os. 199 
B. il EAD sac snc sis nap mccatises | ls 16 
Br 80 Palladium........--...-.. Pd. 106 
Cd 112 Phosphorus... ive | ee 31 
Cs li Platinum... Pt. 197 
Ca 40 Potassium (kalium es K. 39 
Cc 12 HOROGIRT. cisicccsccn | S08 104 
Estos p 1 GR 92 Rubidium.. peoepel was: i 85 
spc se aeaaana Cl. 35.5 Ruthenium... of, Ba 104 
Chromium.. Cr. 52.5 || Selenium... sdedaon |". tee 79.5 
Cobalt... Co. 59 Silicium... Se) ra) © 28 
| Copper (euprum).... Cu 63.5 Silver (argentum). or Ag. 108 
Didymium... = 96 Sodium a Sie Na. 23 
[1 | Seer E 112 Strontium ..66.60scsecscs0| BPs 87.5 
Fluorine... oe ae 19 RTE «sc scetenscaser ess 8. 82 
Ghael HUM ..<.ccceceecs oe G. 9.6: || Tantalum sciiicecccsn| Ta. 182 
Gold (aurum)... Au, 197 Pellerl aM sie cc cvs cseses ste |" Lee 129 
ONO BOE sccccck cascceness 1 ERAN 5.4 scassrnacesat. Lbs 204 
Indium In RSA} Phorin wis si cccsdi cc see | TR. 238 
Todine..... L 127 Tin (stannum)... Sn. 118 
fron tre ee errs ar 197 Tungsten (i eS Ti. 50 
ron (ferrum)-..0..0-.-- e. 56 capo te olfra- 
Lanthanum... La. 92 mium)......... | W. 184 
Lead a) Pb. 207 Uranium.. sine store walfis Oe 120 
Lithium... ier igs 7 Vanadium........---..| V. 51 
Magnesium... haledasetel< ade Mg. 24 ¥ttrium...:.....<: lee 62 
en is = -.| Mn. 55 net a ea Cae . 
ereury x rar- RPCOUM YES 50 csscci0s o00 1 
fan t| Be | m0 


559. THERMOMETRIC SCALES. 


There are two different thermometricscales in use in this country, 
the Centigrade and Fahrenheit ; of these two the former is rapidly 
becoming universal for scientific purposes. The two scales are 
mutually convertible by the following formule, in which F.° rep- 
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resents a temperature on the Fahrenheit scale, C.° a temperature 
on the Centigrade scale: 
(Fo - 82) = re 
$C.° + 82 = F.° 
The temperatures occasionally referred to in this treatise are 
given on the Centigrade scale. 


WEIGHTS AND MEASURES. 


560. The corresponding values of the French and English 
weights and measures are here given; the use of the French or 
decimal system is strongly recommended by its extreme simplicity, 
since the smaller denominations are obtained by taking a tenth, 
hundredth, thousandth, etc., of the unit chosen, and are designated 
by the Latin prefixes deci-, centi-, milli-, ete., whilst the higher 
denominations are 10 times, 100 times, 1000, etc., times the unit, 
and are named by the Greek prefixes deca-, hecto-, kilo-, ete. ; 
examples of this will be found in the tables given below. 

561. The starting-point of the French system is the ‘‘ metre ”’ 
(= 39°37 inches) ; this is the ‘‘unit of length.’? The “unit of 
measure ’”’ is the ‘*litre,’’ which is one cubie decimetre: the ‘unit 
of weight’? is the gramme,* which is the weight of 1 cubic cen- 
timetre of distilled water at 4° C. 

The chief conveniences arising from the use of this system are: 

Ist. That all the different denominations can be written as one, 
since they are either multiples by ten or are decimal fractions of 
the unit. Thus 5 decagrammes, 3 grammes, 4 decigrammes, 8 
milligrammes, would be written 58.408 grammes. 

2d. That since 1 cubic centimetre of water at 4° C. weighs 1 
gramme, we may obtain the weight of water to be used from the 
measure by simply converting the measure into cubic centimetres ; 
the number thus obtained will represent at once the corresponding 
weight of water in grammes. Of course this conversion is strictly 
accurate only when the water is measured at 4° C., but for ordi- 
nary purposes the error introduced when the water is at the tem- 
perature of the air is too small to be of any importance in the 
preparation of solutions. 

The weights and measures most frequently used for chemical 
purposes are the gramme, the millimetre, the litre, and the cubic 
centimetre,{ which is 55th of a litre. 


MEASURES OF LENGTH, ENGLISH. 
Metre. Inches. Mile. Furlong. Yards, Feet. Inches. 

Millimetre = 0.001 = 05937 = 63937 
Centimetre = 0.01 = 69371 = 39371 
Decimetre = 0.1 = 3.93708 = ; 3.9371 
Metre = 10 = 39.37079 — 3 3.371 
Decametre — 10.0 = 393.70790 = 10 2>97 
Hectometre — 100.0 = 3937.07900 = 109 ee | 
Kilometre =| 1000.0 =} 389370.79000 = 4 213 4 102 
Myriometre = | 10000.0 = | 393707.90000 —{ 6 1 156 0 6 

linch = .0254 metre. 

lfoot = .3048 * 


* Frequently written ‘‘gram’’ in English, for the sake of 
brevity. 
f+ Usually written (m.m.). t Usually abbreviated (c.c.). 
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MEASURES OF CAPACITY. 
1 Litre —1 cubic decimetre. 


haiimaels Litre. Cubic inches. Pints. 

re, or IS wie 

Cubic centimetre (c.c.) 001 ~ 06108 i 0.00176 
Centilitre = 01 = 61027 = 0.10761 
Decilitre a ok = 6.1027 = 0.17608 
Litre = 1.0 = 61.027 = 1.76077 
Decalitre = 10.0 = 610.27 = 17.60773 
Hectolitre = 100.0 = 6102.7 = 17607734 
Kilolitre = 1000.0 = 61027.0 = 1760.77341 
Myriolitre =| 10000.0 = 610270.0 = 


17607.738414 


leubicinch=—  .01689 litre. 
1 cubic foot = 28.31531 litres. 
1 gallon = 454336 “ 


MEASURES OF WEIGHT. 
1 gramme = the weight of 1 cubic centimetre (c.c.) of water at 4° C. 


Gramme. Grains, Avoirdupois. 
Milligramme = 001 = 0.01548 : 
Centigramme = 01 = 0.15432 
Decigramme = oh = 1 §4323 
Gramme = 1.0 _ 15.43235 tbs. oz. drms. 
Decagramme = 10.0 = 154.32349 = 0 0 5.65 
Hectogramme = 100.0 =  1543.23488 Ci aieaer: Onne 
Kilogramme = 1000.0 = 15432.34880 ae 2° 6) 5 
Myriogramme = 10000.0 == 154323.48800 =22 1 2 

1 grain = 0.0649 gramme. 

1 oz. (Troy) = 31.1035 grammes, 


1b. (Avoirdupois) = 453.593 bed 


ENGLISH WEIGHTS AND MEASURES. 


APOTHECARIES’ WEIGHT. AYVOIRDUPOIS WEIGHT. 
tb. oz. drms. scruples. grains.| tb. 02. drms, grains. 
1 = 12 = 9 = 288 = 65760 1 = 146 = 26 = 7000 

1 = 8 = 24 = 480 1 -— 16 = 4375 
1—.3 = 60 1 = 27.348 
1 — 20 


IMPERIAL MEASURE. 


gallon. pints. fluid oz. fluid drms. 
| = 20 = 160 
1 pat 8 
1 gallon == 70,000 grains of water at 16.7° C. 
1fluidounce = do pint = 437.5 “ 


1 gallon = 277.280 cubic inches, 
uid ounce = 1.733 ae 
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ALLOWAY (ROBERT). A MANUAL OF QUALITATIVE AN- 
ALYSIS. From the fifth Eng. ed. In one 12mo. vol. Cloth, $2 50. 


(css (GOTTLIEB). ATLAS OF PATHOLOGICAL HISTOLOGY. 

Translated by Joseph Leidy, M.D., Professor of Anatomy in the 
University of Pennsylvania, &c. In one vol. imperial quarto, with 
320 copperplate figures, plain and colored. Cloth, $4. 


(je (T. HENRY). AN INTRODUCTION TO PATHOLOGY AND 
MORBID ANATOMY. Second Amer., from the third Lond. Ed. 
In one handsome 8vo. vol., with numerous illustrations. Cloth, 
275. (Just issued ) 

RAY (HENRY). ANATOMY, DESCRIPTIVE AND SURGICAL. 
G A new American, from the fifth and enlarged London edition. In one 
large imperial 8vo. vol. of about 900 pages, with 462 large and elabo- 
rate engravings on wood. Cloth, $6; leather, $7. (Lately issued.) 


RIFFITH (ROBERT FEF.) A UNIVERSAL FORMULARY, CON- 
G TAINING THE METHODS OF PREPARING AND ADMINISTER- 
ING OFFICINAL AND OTHER MEDICINES. Thirdand Enlarged 
edition. Edited by John M. Maisch. In one large 8vo. vol. of 800 
pages, double columns. Cloth, $4 50; leather, $5 50. 


6 HENRY C. LEA’S PUBLICATIONS. 


(ROSS (SAMUEL D.) A SYSTEM OF SURGERY, PATHOLOGICAL, 

DIAGNOSTIC, THERAPEUTIC, AND OPERATIVE. Illustrated 
by 1403 engravings. Fifth edition, revised and improved. In two 
large imperial 8vo. vols. of over 2200 pages, strongly bound in 
leather, raised bands, $15. 


(F 2088 (SAMUEL D.) A PRACTICAL TREATISE ON THE DIS- 
eases, Injuries, and Malformations of the Urinary Bladder, the Pros- 
tate Gland, and the Urethra. Third Edition, thoroughly Revised 
and Condensed, by Samuel W. Gross, M.D., Surgeon to the Phila- 
delphia Hospital. - In one handsome octavo volume, with about two 
hundred illustrations. Cloth, $450. (Just ¢sswed.) 


A PRACTICAL TREATISE ON FOREIGN BODIES IN THE 
AIR PASSAGES. In one 8vo. vol. of 468 pages. Cloth, $2 75. 


IBSON’S INSTITUTES AND PRACTICE OF SURGERY. Intwo 8vo. 
vols. of about 1000 pages, leather, $6 50. 


Bate (L) CLINICAL LECTURES ON SURGERY, Delivered 
at the Hospital of La Charité Translated from the French by Lewis 
A. Stimson, M.D., Surgeon to the Presbyterian Hospital, New York. 
With illustrations. (Publishing in the Medical News and Library 

for 1876-7.) 


Foneon (A.) LECTURES ON THE STUDY OF FEVER. 1 vol. 
Svo., 316 pages. Cloth, $2 50. 


EATH (CHRISTOPHER). PRACTICAL ANATOMY; A MANUAL 
OF DISSECTIONS. With additions, by W. W. Keen, M.D. In1 
volume; with 247 illustrations. Cloth, $3 50; leather, $4. 


tS ee cinesyt (HENRY). ESSENTIALS OF THE PRINCIPLES 
AND PRACTICE OF MEDICINE. Fourth and revised edition. 
In one 12mo. vol. Cloth, $263; half bound, $288. (Lately issued.) 


CONSPECTUS OF THE MEDICAL SCIENCES. Comprising 
Manuals of Anatomy, Physiology, Chemistry, Materia Medica, Prac- 
tice of Medicine, Surgery, and Obstetrics. Second Edition. In one 
royal 12mo. volume of over 1000 pages, with 477 illustrations. 

Strongly bound in leather, $5 00; cloth, $4 25. (Lately tsswed.) 


A HANDBOOK OF ANATOMY AND PHYSIOLOGY. In one 
neat royal 12mo. volume, with many illustrations. Cloth, $1 75. 


Le geener ioe (FRANK H.) A PRACTICAL TREATISE ON FRAC- 

TURES AND DISLOCATIONS. Fifth edition, carefully revised. 
In one handsome 8vo. vol. of 830 pages, with 344 illustrations. Cloth, 
$5 75; leather, $5 75. (Just tsswed.) 


uo (TIMOTHY). SURGERY, ITS PRINCIPLES AND PRAC. 

TICE. Inone handsome 8vo. volume of 1000 pages, with 411 illus- 
trations. Cloth, $6; leather, with raised bands, $7. (Just ready.) 

qo (RICHARD D.) A DICTIONARY OF THE TERMS USED 
IN MEDICINE AND THE COLLATERAL SCIENCES. In one 
12mo. volume, of over 500 double-columned pages. Cloth, $1 50; 
leather, $2. 


babes (HUGH L.) ON. DISEASES PECULIAR TO WOMEN, IN- 

CLUDING DISPLACEMENTS OF THE UTERUS. Second and 
revised edition. In one 8vo. volume. Cloth, $4 50. 

THE PRINCIPLES AND PRACTICE OF OBSTETRICS. Illus 

trated with large lithographic plates containing 159 figures from 

original photographs, and with numerous wood-cuts. In one large 


quarto vol. of 550 double-columned pages. Strongly bound in cloth, — 
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| igre (SIR HENRY). MEDICAL NOTES AND REFLECTIONS. 
From the third English edition. In one 8vo. vol. of about 500 pages. 
Cloth, $3 50. 


| herring (RICHARD M.) PRACTICAL DISSECTIONS. Second edi- 
tion. In one neat royal 12mo. vol., half bound, $2. 


UGHES. SCRIPTURE GEOGRAPHY AND HISTORY, with 12 
colored maps. In1l vol. 12mo. Cloth, $1. 


ORNER (WILLIAM E.) SPECIAL ANATOMY AND HISTOLOGY. 
Eighth edition, revised and modified. In two large 8vo. vols. of over 
1000 pages, containing 300 wood-cuts. Cloth, $6. 


HE! (BERKELEY). SYPHILIS AND LOCAL CONTAGIOUS DIS- 
ORDERS. In one 8vo. volume of 467 pages. Cloth, $3 25. 


HEuEE (THOMAS). HAND-BOOK OF SKIN DISEASES. Second 
Edition. In one neat royal 12mo. wralnme of about 300 pp., with two 
plates. Cloth, $2 25 


ioe (MRS. M.) LIVES OF THE QUEENS OF ENGLAND BEFORE 
THE NORMAN CONQUEST. In one handsome 8yo. vol. Cloth, 
$2 25; crimson cloth, $2 50; half morocco, $3. 


Bt (C. HANDFIELD). CLINICAL OBSERVATIONS ON FUNC- 


TIONAL NERVOUS DISORDERS. Second American Edition. In 
one 8yo. vol. of 348 pages. Cloth, $3 25. 


_ (WILLIAM SENHOUSE). A MANUAL OF PHYSIOLOGY. 

A new American, from the eighth London edition. One vol., with 
many illus., 12mo. Cloth, $3 25; leather, $3 75. 

| eget (F.) TECHNOLOGY ; OR CHEMISTRY, APPLIED TO THE 
ARTS AND TO MANUFACTURES, with American additions, by 
Prof. Walter R. Johnson. In two 8v0. vols., with 500ill. Cloth, $6. 


ENNEDY’S MEMOIRS OF THE LIFE OF WILLIAM WEIRD. >In 
two vols. 12mo. Cloth, $2. 


i Fax (HENRY C.) SUPERSTITION AND FORCE; ESSAYS ON THE 

WAGER OF LAW, THE WAGER OF BATTLE, THE ORDEAL, 
AND TORTURE. Second edition, revised. In one handsome royal 
12mo. vol., $2 75. 

STUDIES IN CHURCH HISTORY. The Rise of the Temporal 

Power—Benefit of Clergy—Excommunication. In one handsome 

12mo. vol. of 515 pp. Cloth, $2 75. 

AN HISTORICAL SKETCH OF SACERDOTAL CELIBACY 
IN THE CHRISTIAN CHURCH. In one handsome octavo volume 
of 602 pages. Cloth, $3 75. 

i tm ROCHE (R.) YELLOW FEVER. In two 8vo. vols. of nearly 1500 
pages. Cloth, $7. 

PNEUMONIA. In one 8vo. vol. of 500 pages. Cloth, $3. 

TL aCoLe (D. F.) ELECTRO-THERAPEUTICS. A Condensed Man- 
ual of Medical Electricity. In one neat royal J2mo. volume, with 
illustrations. Cloth, $150. (Just ¢tssued.) 

| Pasrtonarconae (WILLIAM). A SYSTEM OF MIDWIFERY. Includ- 
ing the Diseases of Pregnancy and the Puerperal State. Second 
American, from the Second English Edition. With additions, by 
J. 8. Parry, M.D. In one very handsome 8vo. vol. of 800 pages and 
200 illustrations. Cloth, $5; leather, $6. (J2st issued.) 

AURENCE (J. Z.) AND MOON (ROBERT C.) A HANDY-BOOK 
OF OPHTHALMIC SURGERY. Second edition, revised by Mr. 
Laurence. With numerous illus. In one 8vo. vol. Cloth, $2 75. 
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EHMANN (C. G.) PHYSIOLOGICAL CHEMISTRY. Translated by 
George F. Day, M.D. With plates, and nearly 200 illustrations. 
In two large 8vo. vols., containing 1200 pages. Cloth, $6. 

— — A MANUAL OF CHEMICAL PHYSIOLOGY. In one very 
handsome 8vo. vol. of 336 pages. Cloth, $2 25. 

I Fansite (GEORGE). INJURIES OF THE EYE, ORBIT, AND EYE- 
LIDS, with about 100 illustrations. From the last English edition. 
In one handsome 8vo. vol. Cloth, $3 50. 

UDLOW (J. L.) A MANUAL OF EXAMINATIONS UPON ANA- 
TOMY, PHYSIOLOGY, SURGERY, PRACTICE OF MEDICINE, 
OBSTETRICS, MATERIA MEDICA, CHEMISTRY, PHARMACY, 
AND THERAPEUTICS. To which is added a Medical Formulary. 
Third edition. In one royal 12mo. vol. of over 800 pages. Cloth, 
$3 25; leather, $3 75. 

j,73o (W. F.) A NARRATIVE: OF THE UNITED STATES EX- 
PEDITION TO THE DEAD SEA AND RIVER JORDAN. In one 
large octavo vol., with 28 beautiful plates and two maps. Cloth, $3. 

Same Work, condensed edition. One vol. royal 12mo. Cloth, $1. 


L™ (HENRY) ON SYPHILIS. In one 8vo. vol. Cloth, $2 25. 


I diy (ROBERT D.) A TREATISE ON FEVER, In one neat 8vo. 
vol. of 362 pages. Cloth, $2 25. 

[WABSHALL (JOHN). OUTLINES OF PHYSIOLOGY, HUMAN 

AND COMPARATIVE. With Additions by Francis @. Smitu, 
M. D., Professor of the Institutes of Medicine in the University of 
Pennsylvania. In one 8vo. volume of 1026 pages, with 122 illustra- 
tions. Strongly bound in leather, raised bands, $7 50. Cloth, $6 50. 
ACLISE (JOSEPH). SURGICAL ANATOMY. In one large im- 
perial quarto vol., with 68 splendid plates, beautifully colored; con- 
taining 190 figures, many of them life size. Cloth, $14. 

wae (CHAS. D.). ON THE NATURE, SIGNS, AND TREATMENT 

OF CHILDBED FEVER. In one 8yo. vol. of 365 pages. Cloth, $2. 
ILLER (JAMES). PRINCIPLES OF SURGERY. Fourth American, 
from the third Edinburgh edition. In one large 8vo. vol. of 700 
pages, with 240 illustrations. Cloth, $3 75. 

THE PRACTICE OF SURGERY. Fourth American, from the 
last Edinburgh edition. In one large 8vo. vol. of 700 pages, with 
364 illustrations. Cloth, $3 75. 

ONTGOMERY (W. F.) AN EXPOSITION OF THE SIGNS AND 
SYMPTOMS OF PREGNANCY. From the second English edition. 
In one handsome 8vo. vol. of nearly 600 pages. Cloth, $3 75. 
ULLER (J.) PRINCIPLES OF PHYSICS AND METEOROLOGY. 
In one large 8vo. vol. with 550 wood-cuts, and two colored plates. 
Cloth, $4 50. 

[RABEAU; A LIFE HISTORY. In one 12mo. vol. Cloth, 75 cts. 


ACFARLAND’S TURKEY AND ITS DESTINY. In 2 ols. royal 
- 12mo. Cloth, $2. 
ARSH (MRS.) A HISTORY OF THE PROTESTANT REFORMA- 
TION IN FRANCE. In 2 vols. royal 12mo. Cloth, $2. 
: ppmeparens (J. MOORE). AN ATLAS OF CUTANEOUS DISEASES. In 
one quarto volume, with beautifully colored plates, &c. Cloth, $5 50. 
Po yee (JOHN) AND SMITH (FRANCIS G.) COMPENDIUM OF 
THE VARIOUS BRANCHES OF MEDICAL SCIENCE. In one 
handsome 12mo. vol. of about 1000 pages, with 374 wood-cuts. 
Cloth, $4; leather, raised bands, $4 75. 
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eee (B. G.) LECTURES ON ANCIENT IIISTORY; eom- 

prising the history of the Asiatic Nations, the Egyptians, 
Greeks, Macedonians, and Carthagenians. Translated by Dr. L. 
Schmitz. In three neat volumes, crown octavo. Cloth, $500. 


DLING (WILLIAM). A COURSE OF PRACTICAL CHEMISTRY 
FOR THE USE OF MEDICAL STUDENTS. In one 12mo. vol. 
of 261 pp., with 75 illustrations. Cloth, $2. 


LAYFAIR (W.8) A TREATISE ON THE SCIENCE AND PRAC- 
TICE OF MIDWIFERY. In one handsome octavo vol. of 576 pp., 
with 166 illustrations, and two plates. Cloth, $4; leather, $5. 
(Just tssued.) 


‘gp (F.W.) A TREATISE ON THE FUNCTION OF DIGESTION, 
ITS DISORDERS AND THEIR TREATMENT. From the second 
London ed. In one 8yo. vol. of 246 pp. Cloth, $2. 
A TREATISE ON FOOD AND DIETETICS, PHYStOLOGI- 
CALLY AND THERAPEUTICALLY CONSIDERED. In one feat 
octavo volume of about 500 pages. Cloth, $475. (Just issued.) 


PASRISE. (EDWARD). A TREATISE ON PHARMACY. With many 

Formule and Prescriptions. Fourth edition. Enlarged and thoroughly 

revised by Thomas S. Wiegand. In one handsome 8vo. vol. of 977 
pages, with 280 illus. Cloth, $5 50; leather, $6 50. 


| aes (WILLIAM) THE PRINCIPLES AND PRACTICE OF SUR- 
GERY. In one handsome octavo volume of 780 pages, with 316 
illustrations. Cloth, $3 75. 


EREIRA (JONATHAN). MATERIA MEDICA AND THERAPEU- 
TICS. An abridged edition. With numerous additions and refe- 
rences to the United States Pharmacopeia. By Horatio C. Wood, 
M.D. In one large octavo volume, of 1040 pages, with 236 illustra- 
tions. Cloth, $7 00; leather, raised bands, $8 00. 

ULSZKY’S MEMOIRS OF AN HUNGARIAN LADY. In one neat 
royal 12mo. vol. Cloth, $1. 


AGET’S HUNGARY AND TRANSYLVANIA. In two royal 12mo. 
vols. Cloth, $2. 
REMSEN (IRA), THE PRINCIPLES OF CHEMISTRY. In one 
handsome 12mo. vol Cloth, $150. ((Jast issued.) 


gee ly (WILLIAM). A PRACTICAL TREATISE ON URINARY 
AND RENAL DISEASES. A second American, from the second 
London edition. With numerous illustrations and a colored plate. 
In one very handsome 8yo. vol. of 616 pages. Cloth, $4 50. 
AMSBOTHAM (FRANCIS H.) THE PRINCIPLES AND PRAC- 
TICE OF OBSTETRIC MEDICINE AND SURGERY. In one im- 
perial 8vo. vol. of 650 pages, with 64 plates, besides numerous wood- 
cuts in the text. Strongly bound in leather, $7. 
1 ted ye (EDWARD). A SYSTEM OF MIDWIFERY. Second Ameri- 
can edition. In one handsome 8vo. vol. of 422 pages. Cloth, $2 50. 
ANKE’S HISTORY OF THE TURKISH AND SPANISH EMPIRES 
in the 16th and beginning of 17th Century. In one 8vo. volume, 
paper, 25 cts. 
HISTORY OF THE REFORMATION IN GERMANY. PartsTI., 
II., I1f. In one vol. Cloth, $1. 


age ge (EDWARD ALBER?) A COURSE OF PRACTICAL HIS- 
TOLOGY: A Manual of the Microscope for Medical Students. In 
one handsome octavo vol. Withmany illust. Cloth, $2. (Just /sswed.) 
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MITH (EUSTACE). ON THE WASTING DISEASES OF CHILDREN. 
Second American edition, enlarged. In one 8vo. vol. Cloth, $2 50. 


ARGENT (F.W.) ON BANDAGING AND OTHER OPERATIONS 
OF MINOR SURGERY. New edition, with an additional chapter 
on Military Surgery. In one handsome royal 12mo. vol. of nearly 
400 pages, with 184 wood-cuts, Cloth, $1 75. 


MITH (J. LEWIS.) A TREATISE ON THE DISEASES OF IN- 
FANCY AND CHILDHOOD. Third Edition, revised and enlarged. 
In one large Svo. volume of 724 pages, with illustrations. Cloth, 
$5; leather, $6. (Just issued.) 

HARPEY (WILLIAM) AND QUAIN (JONES AND RICHARD). 
HUMAN ANATOMY. With notes and additions by Jos. Leidy, 
M.D., Prof. of Anatomy in the University of Pennsylvania. In two 
large 8vo. vols. of about 1300 pages, with 511illustrations. Cloth, $6. 


KEY (FREDERIC C.) OPERATIVE SURGERY. In one 8vo. vol. 
* of over 650 pages, with about 100 wood-cuts. Cloth, $3 25. 


LADE (D.D.) DIPHTHERIA; ITS NATURE AND TREATMENT. 
Second edition. In one neat royal 12mo. vol. Cloth, $1 25. 


tr (HENRY H.) AND HORNER (WILLIAM E.) ANATOMICAL 
ATLAS. Illustrative ofthe structure ofthe Human Body. In one large 
imperial 8vo. vol., with about 650 beautiful figures. Cloth, $4 50. 


MITH (EDWARD). CONSUMPTION; ITS EARLY AND REME- 
DIABLE STAGES. In one 8yo. vol. of 254 pp. Cloth, $2 25. 


STELLE (ALFRED). THERAPEUTICS AND MATERIA MEDICA. 
Fourth edition, revised and enlarged. In two large and handsome 
volumes 8vo. Cloth, $10; leather, $12. (Just issed.) 


TILLE (ALFRED) AND MAISCH (JOHN M.) THE NATIONAL 
DISPENSATORY: Embracing the Chemistry, Botany, Materia 
Medica, Pharmacy, Pharmacodynamics, and Therapeut’es of the 
Pharmacopeeias of the United States and Great Britain. For the 
Use of Physicians and Pharmaceutis:s. In one handsome 8vo. vol , 
with numerous illustrativns. («2 press.) 


rere tte AND ZUMPT’S CLASSICAL SERIES. In royal 18mo. 

CORNELII NEPOTIS LIBER DE EXCELLENTIBUS DUCIBUS 
EXTERARUM GENTIUM, CUM VITIS CATONIS ET ATTICI. 
With notes, &. Price in cloth, 60 cents; half bound, 70 ets. 


C. I. CHSARIS COMMENTARIT DE BELLO GALLICO. With notes, 
map, and other illustrations. Cloth, 60 cents; half bound, 70 cents. 


C. C. SALLUSTII DE BELLO CATILINARIO ET JUGURTHINO. 
With notes, map, &c. Price incloth, 60 cents; half bound, 70 cents. 


Q. CURTII RUFII DE GESTIS ALEXANDRI MAGNI LIBRI VIII. 
With notes, map, &c. Price in cloth, 80 cents; half bound, 90 cents. 


P. VIRGILII MARONIS CARMINA OMNIA. Price in cloth, 85 
cents; half bound, $1. 

M. T. CICERONIS ORATIONES SELECT XII. With notes, &. 
Price in cloth, 70 cents; half bound, 80 cents. - 


ECLOGA EX Q. HORATIT FLACCI POEMATIBUS. With notes, 
&c. Price in cloth, 70 cents; half bound, 80 cents. 


ADVANCED LATIN EXERCISES, WITH SELECTIONS “FOR 
READING. Revised. Cloth, price 60 cents ; half bound, 70 cents. 
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grainy (JOSEPH GRIFFITHS). OBSTETRIC ‘APHORISMS. A 

new American, from the fifth revised English edition. With addi- 

tions by E. R. Hutchins, M.D. In one small 12mo. vol. of 177 pp., 
with illustrations. Cloth, $1 25. 


Sprunans (OCTAVIUS). AN INTRODUCTION TO THE STUDY 
OF CLINICAL MEDICINE. Im one 12mo. vol. Cloth, $1 25. 


N eros (FREDERICK) AND MEDLOCK (HENRY). WONDERS 

OF NATURE. Anelementary introduction to the Sciences of Physics, 

Astronomy, Chemistry, Mineralogy, Geology, Botany, Zoology, 

and Physiology. Translated from the German by H. Medlock. In 
one neat 8vo. vol., with 679 illustrations. Cloth, $3. 


GTOKES (W.) LECTURES ON FEVER. Inone 8vo. vol. Cloth, $2. 


rats. BOOKS ON GREAT SUBJECTS. Twelve works; each one 10 
cents, sewed, forming a neat and cheap series ; or done up in 8 vols., 
cloth, $1 50. 


TRICKLAND (AGNES). LIVES OF THE QUEENS OF HENRY 
THE VIII. AND OF HIS MOTHER. In one crown octavo vol., 
extra cloth, $1; black cloth, 90 cents. 


MEMOIRS OF ELIZABETH, SECOND QUEEN REGNANT OF 
ENGLAND ANDIRELAND. Inonecrown octavo vol., extra cloth, 
$140; black cloth, $1 30. 

ANNER (THOMAS HAWKES). A MANUAL OF CLINICAL MEDI- 
CINE AND PHYSICAL DIAGNOSIS. Third American from the 
second revised English edition. Edited by Tilbury Fox, M.D. In 
one handsome 12mo. volume of 366 pp. Cloth, $1 50. 

ON THE SIGNS AND DISEASES OF PREGNANCY. From 
the second English edition. With four colored plates and numerous 
illustrations on wood. In one vol. 8vo. of about 500 pages. Cloth, 
$4 25. 

(PUKE (DANIEL HACK). INFLUENCE OF THE MIND UPON THE 
BODY. In one handsome 8vo. vol. of 416 pp. Cloth, $3 25. 


PATLOR (ALFRED §S.) MEDICAL JURISPRUDENCE. Seventh 
American edition. Edited by John J. Reese, M.D. In one large 

8vo. volume of 879 pages. Cloth, $5; leather, $6. (Just issued.) 
PRINCIPLES AND PRACTICE OF MEDICAL JURISPRU- 
DENCH. From the Second English Edition. In two large 8vo. 
vols. Cloth, $10; leather, $12. (Jzst issued.) 

ON POISONS IN RELATION TO MEDICINE AND MEDICAL 
JURISPRUDENCE. Third American from the Third London Edi- 
tion. 1 vol. 8vo. of 788 pages, with 104 illustrations. Cloth, $5 50; 
leather, $6 50. (Jzst issued.) 

* epee (I. GAILLARD). A PRACTICAL TREATISE ON THE 
DISEASES OF FEMALES. Fourth edition, thoroughly revised. 
In one large and handsome octavo volume of 801 pages, with 191 
illustrations. Cloth, $5 00; leather, $6 00. (Just issued.) 

ODD (ROBERT BENTLEY). CLINICAL LECTURES ON CERTAIN 
ACUTE DISEASES. In one vol. 8vo. of 320 pp., cloth, $2 50. 
Spee gee (SIR HENRY). CLINICAL LECTURES ON DISEASES 
OF THE URINARY ORGANS. Second and revised edition. - In 
one 8yvo. volume, with illustrations. Cloth, $225. (Jest issued.) 


THE DISEASES OF THE PROSTATE, THEIR PATHOLOGY 
AND TREATMENT. Fourth edition, revised. In one very hind- 
some 8vo. vol. of 355 pp., with 13 plates. Cloth, $3 75. 
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HOMPSON (SIR HENRY). THE PATHOLOGY AND TREATMENT 
OF STRICTURE OF THE URETHRA AND URINARY FISTULA. 
From the third English edition. In one 8yvo. vol. of 359 pp., with 
illustrations. Cloth, $3 50. 


ALSHE (W. H.) PRACTICAL TREATISE ON THE DISEASES 
OF THE HEART AND GREAT VESSELS. Third American from 
the third revised London edition. In one 8vo. vol. of 420 pages. 
Cloth, $3. 


yes (THOMAS). LECTURES ON THE PRINCIPLES AND 
PRACTICE OF PHYSIC. A new American from the fifth and en- 
larged English edition, with additions by H. Hartshorne, M.D. In 
two large and handsome octavo volumes. Cloth, $9; leather, $11. 


OHLER’S OUTLINES OF ORGANIC CHEMISTRY. Translated 
from the 8th German edition, by Ira Remsen, M.D. In one neat 
12mo. vol. Cloth, $3 00. (Lately issued.) 


wis (J. SOELBERG). A TREATISE ON THE DISEASES OF 
THE EYE. Second American, from the Third English edition, with 
additions by I. Minis Hays, M.D. In one large and handsome octavo 
vol., with 6 colored plates and many wood-cuts, also selections from 
the test-types of Jaeger and Snellen. Cloth, $5 00; leather, $6 00. 


HAT TO OBSERVE AT THE BEDSIDE AND AFTER DEATH 
IN MEDICAL CASES. In one royal 12mo. vol. Cloth, $1. 


EST (CHARLES). LECTURES ON THE DISEASES PECULIAR 
TO WOMEN. Third American from the Third English edition. In 
one octavo volume of 550 pages. Cloth, $3 75; leather, $4 75. 


LECTURES ON THE DISEASES OF INFANCY AND CHILD- 
HOOD. Fifth American from the sixth revised English edition. In 
one large &vo. vol. of 670 closely printed pages. Cloth, $4 50; lea- 
ther, $5 50. (Just tssued.) 

ON SOME DISORDERS OF THE NERVOUS SYSTEM IN 
CHILDHOOD. From the London Edition. In one small 12mo. 
volume. Cloth, $1. a 


ILLIAMS (CHARLES J.B. and€.T.) PULMONARY CONSUMP- 
TION: ITS NATURE, VARIETIES, AND TREATMENT. In 
one neat octavo volume. Cloth, $2 50. 


eee (ERASMUS). A SYSTEM OF HUMAN ANATOMY. A 

new and revised American from the last English edition. Illustrated 
with 397 engravings on wood. In one handsome 8vo. vol. of over 
600 pages. Cloth, $4; leather, $5. 

ON DISEASES OF THE SKIN. The seventh American from 

the last English edition. In one large 8vo. vol. of over 800 pages, 

Cloth, $5. 


Also, A SERIES OF PLATES, illustrating ‘‘ Wilson on Diseases of the 
Skin,’’ consisting of 20 plates, thirteen of which are beautifully 
colored, representing about one hundred varieties of Disease. $5 50. 


Also, the TEXT AND PLATES, bound in one volume. Cloth, $10. ° 


THE STUDENT’S BOOK OF CUTANEOUS MEDICINE. In 
one handsome royal 12mo. vol. Cloth, $3 50. 


INCKEL ON PATHOLOGY AND TREATMENT OF CHILDBED. 
With Additions by the Author. Translated by Chadwick. In one 
handsome octavo volume of 484 pages. Cloth, $4. (Just isswed.) 

EISSL ON VENEREAL DISEASES. Translated by Sturgis. 
( Preparing.) : 
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